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BBEJIEHUE

AKTYyaJIbHOCTh TeMbl HccieqoBaHusi. CoBpeMeHHasl CUTyallds Ha HEJErajJbHOM DPbIHKE
napkotuyeckux cpeacts (HC) u ncuxorponnsix BemiectB (IIB) xapakTepusyercs: mosiBIeHUEM
HOBBIX IICUX0aKTUBHBIX coeauueHuid (HIIC) mim ux xkoMOMHAIUMI, a TaK)KE€ HOBBIMHU TCHICHIIUSAMU
B o00JacTH HE3aKOHHOr0 000poTa HAPKOTUKOB, YTO MPEACTaBIseT MpodieMy Kak JUIs
HAI[MOHAJILHBIX MPABOOXPAHUTEIBHBIX OPraHOB, TaK M JJI HAy4YHOTO MepcoHasia JabopaTopuil
CyIeOHOU DJKCIepPTH3bl. XWMHUKH-aHATUTUKH JIOJDKHBI TEMEph CIPABIATHCS C BO3POCIIMM
KOJINYECTBOM U Pa3HOOOpa3MeM aHAIM3HPYEMBIX BEIIECTB M IpEnapaToB, UCIOJIB30BaTh Ooiee
OBICTpBIE, TOUHBIE U CEJIEKTUBHBIE METOJAbl OOHAPYKEHUS M aHAIM3a, a TAaKXKe BIAJETh BCEM
00BEMOM CIPAaBOYHOTO MaTepHualia JijIsl JOCTOBEPHON MIICHTU(UKALUN COSTUHEHUN C TEM, YTOObI
COOTBETCTBOBATh  YXXECTOUMBIIMMCS  TpeOOBaHMSM  3aKOHOZATENbCTBA 1O  Ooprbe ¢
3alpeIeHHBIMU BEIIECTBAMM.

C KaxIpIM TOCIEIYIOIIUM 3TallOM Pa3BUTHUSI CHUHTETUYECKOW OpraHMYecKOW XMMHH B
o0nacTu CO3JaHMsI U U3YyYEHHUS HOBBIX OMOJIOTMYECKH AKTHBHBIX COCAMHEHUN aHAIUTHYECKas
XUMUS CTATKUBAETCS C Bce OoJiee CEpbe3HBIMU TPYAHOCTSMU MPU UACHTU(DUKAIINKM COSTUHEHUH.
OnHOM W3 TaKUX BaXHEWIIWX MpoOJeM B OO0NACTH AHAIUTUYCCKOW XHMHU OPTaHUYECKUX
coenuHeHUH sBisieTcst nuddepenmmanus n3oMepoB. HecMoTps Ha TO, 9TO COBPEMEHHBIE METOJIBI
xpomaTorpaduu U Macc-CIeKTpOMETpUU 00Jaal0T MUPOYANIIIMMU BO3ZMOKHOCTSIMU U BBICOKOM
HAJSKHOCTBIO TP OMPEACIEHUH OPraHUYeCKHX COSAMHEHUN B Pa3HOOOPa3HBIX MaTPUIIAX, OHU
YaCTO UCTIBITHIBAIOT CJIOKHOCTHU MPHU PA3ACICHUH CMECEH HIIN UICHTU(DHUKAIIMN U30MEPOB U3-3a UX
CTPYKTYPHOTO CXOJICTBA. B TO ke BpeMsi, yUUTHIBasl, YTO U30MEPHI MOTYT UMETh CYIIECTBEHHBIE
pa3inurs B BO3JEHCTBUU Ha OPraHWU3M YeJOBEKa WJIM JAPYTUX CBOWMCTBAX, 3a/lada MX HaJAEKHOTO
ONpeIeTICHUs SBIIAETCS KpailHe BaXKHOM.

N-((2-3amemnieHHbIe)0eH3MIT)PEHUIITAHAMUHBI TIPEICTABIISIOT COOOH CPaBHUTEIBHO HOBOE
CEMENCTBO CHUHTETHYECKUX (EHUIITAHAMUHOB, OTACIBbHBIC MPEACTABUTEIN KOTOPHIX XOPOIIO
W3BECTHBI Ha HEJETAIbHOM pBHIHKE HAPKOTHYECKHX CPEICTB M TCUXOTPOMHBIX BEIIECTB Kak
MortiHble TicuxoTomuMeTnku. Tak, N-(2-3amerieHHbie)0eH3MI-2-(AUMETOKCH(DEHIT ) TAHAMHHBI,
COJIEpKaIIfe TBE METOKCUTPYIIIHI B MOJOXKEHUAX 2 U 5 PEHWIITIWIBHOTO parMeHTa MOJICKYIIHI,
MIPOSIBJISIIOT SIPKO BBIPAKEHHBIE TICHXOTOMHUMMETHUYECKHE CBOWCTBA, a WX Mpemaparbl 00JaJaroT
BBICOKOW TOKCHYHOCTBIO M YacTO CTAHOBATCS MPUYUHOW psiia TSHKENBIX OTPABICHHNA U JIaxe
cMepTel, B pe3ybTaTe 4ero OHM ObUIM 3aKOHOJATENIbHO 3alpelleHbl BO MHOTHX CTpaHax MHpa
(manpumep, N-(2-meTokcubensmn)-2-(2,5-mumerokcudennn)sranamun (25H-NBOMe), 2-(4-itox-

2,5-numerokcudenmn )-N-(2-bropoensun)stanamun (251-NBF) u ap.). B To e Bpems B ciydae



U3MEHEHMS B3aUMHOTO DACHOJOXKEHHUS JIBYX KOJBIEBBIX METOKCUTPYHN (EHHIITUILHOTO
dbparMeHTa MOJIEKYJIBI TTO3WIIHOHHBIC HM30MEPHl 3aKOHOIATENIPHO 3arpemieHHbIx N-OeH3u-2-
(mMMeTOKCU(EHUIT)ITAHAMUHOB MOTYT HE HMMETh KaKUX-TMOO IMCHXOAKTUBHBIX 3(P(EKTOB, YTO
Jla’Ke TI03BOJIAET MX M3y4YaTh B KaYeCTBE MOTCHIIMAIBHBIX JIEKAPCTBEHHBIX CPE/ICTB.

Takum 00pa3oM, BO3MOXKHBIE pa3nuuus B (hapMaKOJIOTHYECKHUX CBOMCTBAX M pa3Has
CTEMEHb IOPHIUYECKOT0 KOHTPOJIS IMO3MIMOHHBIX u30MepoB N-(2-3aMerneHHbIX )0CH3MII-2-
(mumerokcudenmn)stanamuao ¢ —OCH3z (-OMe), -OCF3; (-OMe (F)), —-F, -CI, -Br u —OH
3aMEeCTHTEISIMA B opmo-nionoxkeHnn N-OeH3unbHOro (parmenta (nanee — coequaenuss NBOMe,
NBOMe(F), NBF, NBCl, NBBr u NBOH cooTBercTBeHHO) TpeOYyIOT IOCTOBEPHOM
uaeHTuGuKau 1 ux auddepeHranuy npy IpoBeASHUH aHau3a B 3KCIEPTHBIX J1a00paTopusix,
YTO O0YCJIaBIMBAET aKTyaJbHOCTh JaHHOM pabOThl B paMKaxX penieHus! mpodsieMbl o 60pnde
3arpeneHHBIMH BEIIECTBAMHU.

Crenenb pa3paGoTaHHOCTH TeMbl HcciaegoBaHus. [IpoGnema muddepenumanum
MO3UIIMOHHBIX HU30MEpPOB (pernonzoMepoB) N-(2-3amMereHHbIX )OEH3UII-2-
(IuMeToKCU(EHMIT)ITAHAMUHOB 10 OEH30JIbHOMY KOJbIy (EHUIITUIBHOTO (parMeHTa Jo
HACTOAIIET0 BpeMeHU He Obuia mpopaboTana u TpeOyer u3yueHus. B HayuHoO#l nmrtepaType
HEOJHOKPATHO OOCYXIaIHCh BO3MOXXHOCTH U GEpEeHIIMalud HU30MEPOB TI0  IOJIOKESHHIO
MeToKcUrpynmbel B N-MeTOKCHMOEH3WIbHOM rpynnupoBke coeauHeHuil cepun  NBOMe,
COJIeprKalINX Pa3InYHbIC TAJIOTeHbI U aJKUIbHBIC 3aMECTUTENH B MOJO0XKEHUU 4 (HEeHUIITUIHLHOTO
dbparmMeHTa MOJEKYyNbl, C TOMOIIbI0 KOMIUIEKCA METOJOB Ta30BOM XpomaTorpaduu-macc-
cnektpoMerpun (I'’X-MC) wu wun¢pakpacHoit cnekrpockonun (MK-cnekpockonuu). Pexe
uzydenue peruomsomepoB cepun  NBOMe, wnanpumep, 25B-NBOMe (2-(4-6pom-2,5-
nuMeTokcudenmn)-N-(2-MeTokcHOeH3 1T )3 TaHAMUHA) u 251-NBOMe (2-(4-iton-2,5-
nuMeTokcudenn)-N-(2-MeTOKCHOeH3 /)3 TaHAMUHA) ~ OCYIISCTBIISIIOCh ~ METOJOM  Ta30BOM
xpomarorpadun-uHppaKpacHOro JETEKTHpOBaHUsA. M3BecTHA MyONMKanus, B KOTOPOH OINMCAHBI
BO3MOXHOCTH IuddepeHmanun peruonzomepoB B N-OersmisHOM (parmente mis cepuit 25l1-
NBOMe u 251-NBBr (N-(2-6pomb6en3mn)-2-(4-ioa-2,5- muMeToKCU(eHIIT )3 TaHAMUHA)
pa3nmMyHbIMU aHanuTU4YeCKUMU MeToaamu: ['X-MC ¢ mOHHOM JIOBYILIKOM, METOJOM >KHJIKOCTHOM
xpomarorpaduu ¢ IUOTHO-MATPUYHBIM M MacC-CIEKTPOMETPHUYECKUM JETEKTUPOBAHHEM, B TOM
YrcIie BBICOKOTO pasperieHus. OHAKO ciydail M30MEpUU TOJIOXKEHHS TBYX METOKCUTPYII B
benmmTUIBHOM (pparmenTe Mojekyidsl NBOMe He paccmarpuBaics. V3ydeHue HaydHOU
JAUTEpaTyphl sl 3aMenieHHbIX (enmmTanamuaoB cepuit NBOMe (F), NBF, NBCI, NBBr u
NBOH Takke TOKa3alo TOJHOE OTCYTCTBHE IyOJMKAllMi, ITOCBSIIEHHBIX BOMPOCAM
mubdepeHIMaUY  MTO3ULIUOHHBIX HM30MEPOB MO OEH30JIbBHOMY KOJbIY (EHWISTUIBHOTO

(I)parMeHTa C UCIIOJIB30BaHHEM KaKOIr0-I100 METOJa aHaJIn3a.



JuddepeHunanuss MO3MLMOHHBIX  HM30MEPOB  METOAOM  MAacC-CHEKTPOMETPHH  C
MCTOYHUKOM MOHHU3AIIMU 3JIEKTPOHAMHU KakK MPaBUJIO, CBSI3aHA ¢ mpobiaemMamu, 00yCIOBICHHBIMU
MIPEKJIE BCErO BHICOKMM CXOJCTBOM MEXIY CO00M Macc-CIEeKTPOB AIEKTPOHHON noHuzanuu (13)
NO3UIMOHHBIX HM30MEPOB, YTO MOXKET IMPHUBECTH K omubOkam wuaeHTH(ukanuu. Kpome Toro,
M3BECTHO, YTO MO3ULMOHHBIE M30Mephl cepur NBOH sBisitoTCs TEpMUYECKH HEYCTOWUYMBBIMU,
paspyuiasch B HHXEKTOpe Xpomartorpada, 4To JenaeT HEBO3MOXXHBIM HX HEMOCPEIACTBEHHOE
obnapyxenne metomoM ['X-MC. W HakoHen, mjs OOJIBIIMHCTBA COCIWHEHHH OTCYTCTBYIOT
AHAJTUTHYECKUE JaHHbIE, TO3BOJISIOIINE IOCTOBEPHO UX UACHTU(PHUIIMPOBATS.

B oroii cBa3u mouck myrteidl audQepeHnHanui MO3UIUOHHBIX HW30MEpPOB C IOMOIIBIO
METOJI0B Xpomatorpaduu (ra3oBoil U KHJIKOCTHON 0OpalieHHO-(}ha30B0i) U MacCc-CIIEKTPOMETPUU
(HM3KOTO M BBICOKOTO pa3pelleHUil), HIMPOKO MPUMEHSEMbIX MPH MPOBEICHUH CYIEOHBIX U
TOKCHKOJIOTMYECKUX HCCICNOBAaHUM, SBISAETCA BAXKHOW M AKTYaJIbHOM NPAKTUYECKOM 3a1adei,
MO3BOJISIONIEH HCKITIOYUTH OMTMOKH MACHTHU(HUKAIIMH IPY TPOBEICHIH JTa00paTOPHOTO aHAIH3a.

Takum oOpa3om, Hedbl0 HacToseld pabOThl sABIsSETCS pa3paboTka YHUGUIHMPOBAHHOTO
nonxona K - auddepeHuany  MO3UIMOHHBIX  HM30MEPOB MO  OEH30JIBHOMY  KOJIBIY
bermmTHIBHOrO (hparmenta N-(2-3aMelneHHbIX )0CH3MIT-2-(IMMETOKCU(BEHII ) TaHAMUHOB CEPHii
NBOMe, NBOMe (F), NBF, NBCl, NBBr u NBOH wmeromamu xpomarorpapuu U Macc-
CHEKTPOMETPHH, BKIIOYAsi CO3JaHHWE MH(POPMALMOHHOTO MACCHBA AHATUTHYECKHX CHPABOYHBIX
JTAHHBIX, a TAKXKE aNropuT™ TuddepeHanu n30MepoB KaKI0H CEpUU.

J11s BEIOJTHEHUS 1IeNTU ObUIH MOCTABIICHBI CISAYIOUINE 3aa .

1. CuHTe3upoBaTh MO3ULHUOHHBIE M30MEPHI MO OEH30JbHOMY KOJIbLY (EHHJIITHIBHOTO
¢parmenta  N-(2-3amenieHHBIX )0eH3WI-2-(TUMeTOKCHBeHmT)aTanaMuHOB ~ cepuii  NBOMe,
NBOMe (F), NBF, NBCl, NBBr u NBOH, kpome wn30MepoB, 3alpelieHHBIX K 000pOTY.
[TonTBepAUTh MX WHAMBHIYAIBHOCTb M XHMHUYECKYIO CTPYKTYpPY C IPHMEHEHHEM KOMIUIEKCa
METOJIOB  XpomaTorpaduu, macc-CHEeKTPOMETPHUH, CHEKTPOCKONHH SIAEPHOTO MAarHUTHOIO
pe3onanca (SIMP crieKTpoCKOIHH), 3JIEMEHTHOTO aHaJIH3a.

2. [TonoGpath yciaoBusi XpoMaTorpaduyeckoro pasjeeHusi NO3ULIUOHHBIX H30MEPOB
HIECTH CEepUMl C MHCMOJIb30BaHMEM METOAOB Ta30BOH M BBICOKOI((EKTUBHON KHUJIKOCTHOM
xpomarorpadumu.

3. N3yunth 0OCOOEHHOCTH MAacC-CIEKTPOMETPUUYECKON (parMeHTallMu COEAMHEHUN
IIPY MOHMU3ALUH 3JEKTPOHAMHU M B pE3yJIbTAaTe AUCCOLMALMH, WHAYLUPOBAHHON COYIapeHUsIMHU
(AUC), ucnonp3ys ABa MPUHUMIHAIBHO PA3TUYHBIX MCTOYHUKA MoHM3ammu (MO u moHuzanms
anekTpopacnbeuieaneM (MDP)).

4, PazpabGorate momxom UIsI  Macc-CIIEKTpOMETpUYECKOW  auddepeHuaniu

MO3UIMOHHBIX U30MCPOB MICCTU CepI/Iﬁ Ha OCHOBC MAaCC-CIICKTPOB D u CIICKTPOB I[I/IC
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5. [Mpennoxxuts anroput™ auddepeHnranyy MO3UIMOHHBIX H30MEPOB  KaXJIOU
CEpHUHU.

6. Pa3zpaborate enunyio metoauky auddepeHIranuy MO3UIUOHHBIX H30MEPOB C
UCTIOJIb30BAaHUEM METOAOB Ta30BOW M BBICOKO3()()EKTUBHONM KHUIKOCTHOW XpomaTtorpadpuu, a
TaKKe MacC-CIEKTPOMETPHH HU3KOTO M BHICOKOTO Pa3pelIeHUH.

Hayuynasi HOBU3HA.
o BriepBpie  OBIJIO  OCYHIECTBIEHO XpoMaTorpaduyeckoe pas3jieieHHue TMO3UIUOHHBIX
HU30MEPOB 10 OCH30JHHOMY KOJIbIY (eHUIITHIbHOTO (pparmenTa N-(2-3aMerneHHbIX )0CH3UII-2-
(mumerokcudenun)stanamuaoB cepuii NBOMe, NBOMe (F), NBF, NBCI, NBBr u NBOH
METOJIaMH Ta30BOH 1 BHICOKOI(DPEKTUBHOM KUIAKOCTHOM XpoMaTorpadum.
o BnepBbie  u3ydeHbl ~ OCOOCHHOCTH  MacC-CHEKTPOMETPUYECKOH  (parmeHTanuu
NO3UIIMOHHBIX HW30MEPOB 1O OCH30JILHOMY Koiblly (eHmmdTuwibHOoro ¢parmenta N-(2-
3aMeICHHBIX )0eH3WI-2-(numeTokcudenmn)sranamuaoB  cepuit NBOMe, NBOMe (F), NBF,
NBCL NBBr u NBOH npu U3 u B pesynsrate AVC, BbaeneHb! Kit0ueBble ()parMEHTHBIE HOHBI,
o0pa3oBaHME W MHTEHCHUBHOCTH CHTHAJIOB KOTOPBIX 3aBUCIT OT HU30MEPHOH CTPYKTYpBI
COCIMHEHUSI.
o BrniepBbie u3ydeHbl OCOOCHHOCTH TMpOTeKaHus neperpynnupoBku Mak-Jlapdeptu B
ucrounnke MO Ha mnpumepe HekoTopsix N-((2-3aMerieHHbIX)0eH3MIT))EHIMIITAHAMUHOB  C
MOMOIIIFI0 MAcCC-CIIEKTPOMETPHH HHU3KOTO M BBICOKOTO Pa3peIIeHUi; YCTAaHOBIEHA BO3MOKHOCTh
MPOTEKaHUs MEPErPYNIUPOBKH B CIy4yae MO3UIIMOHHBIX M30MEPOB C 3aHIATHIMU OOOUMH opmo-
HOJIOKEHUAMU  (PEHWIITWIBHOTO (parMeHTa MOJIEKYJbl, YTO IO3BOJSET MEePECMOTPETh
npelblayIlire 3HaHus o neperpynnuposke Maxk-Jladpdepru.
o BriepBble pa3paboTaH eAMHBIA MOAXOA U TMPEUIOKEH aaropuT™ JuddepeHnnanum
NO3UIIMOHHBIX HW30MEPOB MO OCH30JILHOMY Koublly (eHmmTuipHoro ¢parmenta N-(2-
3aMeIeHHBIX )0eH3UI-2-(tumMeTokcupermn)sranamuaoB  cepuiit NBOMe, NBOMe (F), NBF,
NBCI, NBBr u NBOH ¢ ucnonbp3oBanuemM MeTo10B XpoMaTorpaduu 1 Macc-CrieKTpOMETPHUH.
. Brnepsoie CUHTE3HPOBAHBI 29 JerajibHbIX N-((2-3amerieHHBIX )OCH3MIT )-2-
(mumeTokcudennn)aranamutoB cepuit NBOMe, NBOMe (F), NBF, NBCIl, NBBr u NBOH, 39 ux
JepuBaToOB U 34 MPOMEKYTOYHBIX MPOIYKTOB, YCTAHOBJICHA U JOKa3aHA XMMUYECKas CTPYKTypa
106 coenuHeHui ¢ MpUMEHEHHUEM KOMIUIEKCa METO0B XpoMaTorpaduu U Macc-ClieKTpOMETPUH,
SIMP crieKTpOCKOIIHH, 3JIEMEHTHOI'O aHAJINA3A.

Teopernueckasi U NpaKTHYeCKasi 3HAYMMOCTH PadoThI.

Teopernueckas 3HaYMMOCTEH PaOOTHI.

° Pesynbpratel paboThl TPEACTABISIOT CO00N pa3paboTaHHBIA TMOIXOMA, MO3BOJSIONMINI

muddepeHIMpoBaTh MO3UIMOHHBIE HW30MEpbl MO OEH30JbHOMY KOJbIY (EHHIITUIBHOTO



¢parmenta  N-(2-3amemieHHbIX )0eH3WI-2-(uMeTOKCH(DeHMIT ) TaHaMUHOB ~ cepuii  NBOMe,
NBOMe (F), NBF, NBCIl, NBBr u NBOH Ha OCHOBE KOMIUIEKCHOW OIICHKH pPa3IHIui
apaMeTpOB XpOMATOrpaGpuUECcKOro yaepKHUBAHUS U MAaCC-CIIEKTPAILHBIX TAaHHBIX.

o [IpeioskeHHBIN MOAX0] MOKET OBITh UCIOIB30BaH ISl UG GEpEeHIIUAINN TO3UITHOHHBIX
U30MEPOB Apyrux mnpou3BoAHbIX N-((2-3aMerneHHbIX )0eH3MT)(DEeHUIITAHAMIHA, BKIOYas U
HOBBIC TICUXOAKTUBHBIC COCTUHCHUSI.

IIpakTryeckasi 3HAYUMOCTb PA0OTEHL.

. PazpaGorannas yHu(UIIUpOBaHHAs METOJIMKA aHAJIM3a IIECTH CEPUHA TMO3UIIMOHHBIX
M30MEPOB M0 OCH30JbHOMY KOJIBIY (DEHUIITHILHOTO )parMeHTa SBISETCS MPOCTHIM, HAJICKHBIM,
JEIIeBBIM U OBICTPBHIM (MakcHMaibHas MPOAOKUTEIBHOCTh aHalIM3a COCTaBisieT He Oonee 27
MHUHYT) crocoooM auddepeHnranuy MO3UIMOHHBIX H30MEPOB, YTO OCOOEHHO BaXXHO MU
CPOYHOM IIPOBEJCHUM UCCIIEI0BAaHUI B 3KCIIEPTHBIX JIA0OPATOPHUSIX.

o BrnepBeie st 72 coenvHEHUN OMpeseNieHbl aHAIUTHYECKUE XapaKTePUCTUKH B BHJE
ra3zoxpomMarorpauyeckux HWHAEKCOB YAEpPKUBAHUS, PACCUUTAHHBIX JUId JBYX DPEKUMOB
(mporpaMMHpOBaHHs TEMIIEPATYPbl M H30TEPMHUYCCKOTO pPEXKHUMa), U CIEKTPAJIbHBIX JTaHHbIX,
HEOOXOUMBIX Ui UJIeHTU(UKALIUN U TTocheayromei auddepeHnranuy Mo3UIUOHHBIX H30MEPOB
N-(2-3amereHHbIX )0eH3MI-2-(quMeTokcrdennn)atanamutoB cepuit NBOMe, NBOMe (F), NBF,
NBCIL, NBBr u NBOH meronom I'X (I'X-MC).

o [Ipennoxxen HOBBIH criocol nuddepeHuay TEPMUUECKA HEYCTOMYUBBIX MO3UIIMOHHBIX
nzomepoB cepur NBOH meronom I'X (I'X-MC).

o Macc-criekTpel  3JI€KTPOHHOM HMOHM3allUM M JIJaHHble 00 WHAEKcaxX YyAep KUBaHUS
coenquHeHul U ux TpudropauetuabHblx (TPA) u nenradgropnponronossix (IIDII) nepuBaron
BHECEHbl B  DJIEKTPOHHYIO OHOJIMOTEKY MAaccC-CIIEKTPOB  3JIEKTPOHHOM MOHM3allUM U
xpomatorpaduueckux unaekcoB ynepxkuBanus «EKBDRUGS» (MS LIBRARY EKBDRUGS),
UCIOJIb3YEMYIO MPU MPOBEICHUM SKCIIEPTH3 HAPKOTUYECKUX CPEACTB U NMCUXOTPOIHBIX BEIIECTB
(cBUAETENBCTBO O TOCYIAPCTBEHHOMN perrctpanuu 6a3sl qaHHbIx Ne 2015621086 Poccus).

o CoznanHplii MHOOPMALIMOHHBIA MAaCcCUB AHATUTHUYECKUX JAHHBIX M METOJUKa aHalu3a
MO3BOJIIOT HAJIE)KHO Pa3JeNaTh KaK 3aKOHOJIATEIIbHO KOHTPOJIUPYEMbIE TTO3ULIMOHHBIE N30MEPBI,
TaKk U JIerajibHble U30MEPbI, KOTOPbIE MOTYT OBITh M3YyU€HBI B MEAMIIMHCKHX IIENIIX B KaueCTBE
MOTEHIIMATBHBIX JIEKAPCTBEHHBIX MPENapaTOB.

MeToaoJiorusi ¥ MeTOAbl JAUCCEPTAIMOHHOIO HcciaeA0BaHMs. B pamkax Hactosmiei
JTUCCEpTAallMOHHONM  paboThl  OBLI ~ HWCHONB30BAaH  LIMPOKUH  HAabOp  COBPEMEHHOTO
BBICOKOTEXHOJIOTUYHOTO 000pynoBanus. MccnenoBanus ObUIM BBINOJIHEHBI HanOoJee HaIeKHBIM
CHOCcOOOM C HCHOJb30BAHHWEM IE€PEJOBBIX METOAOB XpoMaTorpaduu U Macc-CIIEKTPOMETPUHU

(TangeMHast Macc-CIIEKTPOMETpUsT M HM3MepeHHe To4yHOM Maccel). Juddepenunannio
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NO3MLIMOHHBIX HM30MEPOB M UX JAEPUBATOB TMPOBOAMIM C HCIOJIb30BAaHMEM METOIOB
ra3oKUIKOCTHOW XpomaTorpaduu B COYETaHHHM C MacC-CIEKTPOMETPHEN HHU3KOro pasperieHus
(I'X-MC) u BbICOKO3()EKTHBHOM KUAKOCTHOM XpoMaTorpaduu B COUETAHUM C TAaHAEMHOM Macc-
cnektpoMerpueil Bbicokoro paszpemieHus (BOXX-MC/MCBP). [lns pa3neneHus KPUTHYECKON
nappl M30MEpPHBIX COCIMHEHMM OJHOM U3 CepUd INPUMEHSUICS METOJ TOHKOCIOWHOMN
xpomatorpadpuu  (TCX). VcraHoBieHHE XUMHUYSCKHX CTPYKTYp W HHIUBHIYaJIbHOCTH
CHHTE3MPOBAHHBIX COEIMHEHNH MPOBOAMIN C TIOMOIIBIO IEMEHTHOTO aHamm3a, Metoos “H, 3C
u F IMP cnexrpockomun, I'X-MC, BO)KX-MCBP. H3yuenne 0coOeHHOCTEH HpOTEKaHUS
neperpynnupoBku Mak-Jladhdeptu npoBoamocs ¢ ucnoib3oBanuem metoaa ['X-MCBP.

Ha 3ammTy BBIHOCSTCSA CJIeyIolHe OCHOBHbIE MOJI0KEHUs] TMCCePTALMM:

. [Tyt Macc-CIEeKTPOMETPHUIECKOTO pacmajna N-(2-3amereHHbIX )OCH3UIT-2-
(mumerokcudenun)stanamutos cepuit NBOMe, NBOMe (F), NBF, NBCI, NBBr u NBOH mnoz
JIEUCTBHEM JJICKTPOHHOM HOHM3AallMM W B  pe3ylbTare JIUCCOLMAlW{, WHIAYLUPYEMOH
coyaapeHusiMu. B3auMocBsi3b «CTpyKTypa-hparMeHTaIus».

o Anroputm auddepeHIMAMA  TO3UIIUOHHBIX H30MEpPOB MO OEH30JILHOMY KOJIBILY
benmmTHaBHOrO  (parmenta  N-(2-3aMelneHHBIX )0CH3MII-2-(IUMETOKCHU(PCHIII )3 TaHAMUHOB
KaKIOW U3 IIECTH Cepuil Ha OCHOBE XpoMaTorpadUyecKuX MapamMeTpoB YIACpKUBAHUS M Macc-
CIEKTPAILHBIX JaHHBIX.

o YuudunupoBannas meroauka auddepeHIManMM  TO3UIHMOHHBIX ~ H30MEpPOB IO
OCH30JIBHOMY  KOJbIY  (eHWITWIbHOrO (parmenta aas  N-(2-3aMereHHBIX )OeH3UIT-2-
(mumetokcudenmn)atanamuHoB cepuit NBOMe, NBOMe (F), NBF, NBCI, NBBr u NBOH ¢
UCIIONIb30BAaHUEM METOJOB Ta30BOM U BBICOKOI(PPEKTUBHOM KHUAKOCTHOM XpomaTorpaduu, a
TaKXe MacCc-CIEKTPOMETPHH HU3KOTO U BBICOKOTO Pa3peLIeHUH.

JInuHblil BKJIAQ aBTOpa 3aKiIOYajics B IIOCTAHOBKE MpoOJieMbl, Lened u 3ajad
UCCJIEIOBaHMs, O0OIIeM IUJIaHUPOBaHWUM  paboT, pa3paboOTKe TOAXOAOB K  BBIOODY
XpoMaTorpauueckux ¥ Macc-CIIEeKTPOMETPUYECKHX YCIOBUH pa3ieleHHs] TMO3UIIMOHHBIX
u3zomepoB. [IpoBeneHne sKcrepUMEHTAIbHBIX HCCIeI0BaHNnN, 00paboTKa M aHaIM3 Pe3y/IbTaToB
BBITTOJIHEHBI JINOO JIMYHO aBTOPOM, JIMOO TIPU €r0 HEMOCPEACTBEHHOM ydacThH. CucTeMaTH3amms
pe3yabTaTOB, WX aHaIM3, TEOPETHYECKas WHTEpHpeTalus W pa3paboTKa €IWHOW METOAWKU
TuddepeHIanum Mo3UMOHHBIX H30MEPOB OCYIIECTBIISIACH HEOCPEICTBEHHO aBTOPOM.

OnyOnukoBaHHBIE pPabOTHl HAMUCaHBl B COAaBTOPCTBE C HAYYHBIM PYKOBOAUTEIEM
[IIeBbipuHBIM B.A.

CreneHb [I0CTOBEPHOCTH W anpodanus pe3yabTaTroB. [[0OCTOBEpPHOCTH DPE3YJIBTATOB
HOJATBEPXKIAETCS  HUCIOJIb30BaHMEM  BBICOKOTOYHOTO  CEePTU(GUIMPOBAHHOTO  00OpYIOBAaHUS

MexIUCUMIUIMHAPHOTO LIeHTpa MmpoTeoMHbIX uccnenoBanuii K(IT)@Y, PernonanbHoro HaydHo-
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ucnelTaTenbHoro  neHrpa  «@Papmakcnepr»  Kazanckoro I'MY  Munsgpasa  Poccun,
MHHOBaIMOHHOTO  IIEHTpa XHMHKO-(hapMaleBTHUEeCKHUX TexHojorud YpdY, a Takke
CTaTHUCTUYECKOM  00pabOTKONM  SKCHEPUMEHTAIbHO  TOJYYEHHBIX  XpOMaTorpapuuecKux
napaMeTpoOB yIEP>KUBAHUS U MAcC-CIIEKTPAIBHBIX TaHHBIX.

OcHOBHBIE pe3ynbTaThl pabOTHI JOJIOKEHBI U 00CYXJeHbl: Ha Bcepoccuiickoit Hay4HO-
npakTH4eckod KoHpepeHuuu Ha TeMy «COBpEMEHHBIE MPOOJEeMbl XUMHUYECKOH TEXHOJOTUU
OMOJIOTMYECKH aKTUBHBIX BeecTBy (I. MockBa, 2016 1.), |I-M exxerogHoM HaydHO-TIPAKTHYECKOM
cemuHape «l'a3oBas W KHJIKOCTHash XpomaTo-Macc-criekrpomerpus Agilent Technologies kak
UHCTPYMEHT B HJICHTH()HMKAIMOHHBIX HCCICIOBAHUAX CHHTETUYECKUX MCHUXOCTUMYJISTOPOB M
kaHHaOmMuMMeTukoB» (T. MockBa, 2016 T1.), MexayHapoaHOW HAy4YHO-TIPAKTUUYECKOU
KOH(pEpeHIIMn Ha TeMy «AKTyaJbHBIE AacCIeKTbl XUMHYECKOW TEXHOJIOTMH OHOJIOrHYeCcKH
aKkTUBHBIX BemecTB» (T. MockBa, 2020 r.), MexayHaponHOi HaydyHOH KOH(EPEHIUH
«AKTyaJbHbIE BOIIPOCH OpraHU4YecKol XUMUU U 6rorexHoiorun» (r. ExatepunOypr, 2020 r.), X
Crezne BMCO IX Bceepoccuiickoit koH(pepeHIIMH ¢ MEXKIyHapoJaHbIM Yydactuem «Macc-
CIIEKTPOMETPHS U €€ MPUKIIaIHbIe TpobiemMbl» (T. MockBa, 2021 1.).

yoaukamuu. ITo Teme guccepranuu onyonukoBano 10 pabot, B Tom umcine, 6 crareii B
pEeleH3UPYEMbIX HU3JaHUSIX, BXOIAIIMX B MEXIyHapomHbie 0a3bl Scopus m WOS, 4 rtesmca
JIOKJIaJI0B.

Crpykrypa u o0bem padorsl. [lucceprairionHas paboTa COCTOUT U3 BBeleHUs, 0030pa
JIUTEepaTyphl, AIKCIHEPUMEHTAJIbHOW 4YacTH, IIECTH TJaB pE3yJbTaTOB HCCIEIOBAaHUN M UX
00CYXJ€HUS, 3aKJIIOUEHUS, CIUCKA HCIOJIb3YyeMbIX OMOIMOrpaguueckux HCTOYHUKOB U JABYX
npuitokeHuid. Pabora m3noxena Ha 162 crpanunax, cogepxut 50 pucyHkos, 3 ¢oro, 2 cxemsl, 30
TaOJIUI] U CIIMCOK MCIIOJIb3YeMbIX OMOIHMorpaguuecKux UCTOUHUKOB 13 124 HauMeHOBaHUH.

ABTOp  BBIpaXaeT TJIyOOKyr0 OnarogapHOCTb M IPU3HATENBHOCTh  HAYYHBIM

PYKOBOIMTENAM 1.X.H., mpodeccopy Mopxepuny FO.JO] u k.x.n. Illessipuny B.A., a Taxe

n.x.H., npodeccopy PycunoBy B.JL., n.x.H., mpodeccopy JlebeneBy A.T., K.M.H., JOUEHTY
Qaiizynmuny P.U., x.0.H. I'puropseBoit T.B., n.m.H. CagsikoBoit P.I'., 1.x.H., mpodeccopy

MustokoBy B.A. 32 moMOIIIb B BBITOJTHEHUN HACTOSIIIIEH TUCCEPTAIMOHHON pabOTHI.
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TJIABA 1. CTPYKTYPA, CBOMCTBA U METO/IbI OIIPEJEJIEHUSA
N-(2-3AMELIEHHBIX)BEH3WJI-2-®OEHUJIDTAHAMUHOB

(0030p JMTEpPATYypPHI)

1.1.06mas xapakTepuCcTHKA Kj1acca (PeHUIITAHAMHHOB

CoBpeMeHHBII ~ T00ambHBIA  PBIHOK ~ HAapKOTHYECKHX  CPEACTB  MPOJOJDKACT
xapakrepuzoBatbes nosisienueMm HIIC, mpuHaiexamux K pa3ivyHbIM XMUMHYECKHM KilaccaM.
HoBble NCHMX0AKTUBHBIE COEAMHEHUSI MOTYT CO3JaBaThCs HA OCHOBE MX XMMHUYECKOI0 CXOJCTBA C
M3BECTHBIMM HApPKOTHKAaMHU (TaK Ha3bIBAEMbIE «IU3AaHHEPCKHUE» HAPKOTUKHU) WIN MPUHAMIEKATh K
abCOJIIOTHO HOBBIM KJlaccaM coeMHeHH. B 1r000oM citydae ux JaeiicTBHe Ha OpraHu3M 4eloBeKa
o0yciaBIuBaeTcs MX  CHOCOOHOCTBIO  CBA3BIBATbCA C  ONPEIEJCHHBIMH  pEeLenTopami,
OTBEYAIOIMMH 32 MX TaJUIIOLMHOIeHHbIM mnoTeHuuan. OJHUM U3 CaMbIX PACHPOCTPAHEHHBIX
kiaccos HIIC mo Bcemy MuUpy SBISIOTCS TPOHM3BOAHBIC (PEHUIITAHAMUHOB (CHHOHHMMBIL:
(GeHmITHIaAMUHBI, QEHITUIIAMHUHBI, )CHETUIIAMUHBI, 2-()eHUIITaH-1-aMUHbI).

Knacc (eHnnsTaHaMMHOB SIBJISIETCS HE TOJIBKO OJIHUM U3 CaMbIX PacHpOCTPAHEHHBIX, OH
TaKXe XapaKTepU3yeTcsi MHOrooOpasueM BXOASIIMX B HEro coeAuHeHWi. PojgoHadanbHUKOM
ATOTO KJIacca COCTUHEHUN SBISETCS (eHUIITaHAMHUH.

[To xuMu4ecKOMy CTPOCHHIO (DeHWIdTAHAMUHBI KJIACCH(PHUIUPYIOT Ha: 1) 3aMemieHHbIe 10
QIKWJIBHON LIeNH; 2) 3aMelIeHHbIe M0 OCH30JIbHOMY KOJIbIly; 3) 3aMelleHHbIE 110 aMHHOTPYIIIE
(pucynoxk 1.1).

Bonbiioe ynceno mpencraButenei kiacca (EHUIITAHAMHHOB SBISIOTCS €CTECTBEHHBIMU
KOMIIOHEHTaMH OpIraHW3MOB pPAacTeHUH M JKUBOTHBIX. OJUMH W3 H3BECTHBIX MPHUPOAHBIX
(beHmnITaHaMUHOB — MecKaluH (3,4,5-TpUMeTOKCU(EHITUIIAMUH) COJIEPKUTCS B KakTyce Pelior
(Lophophora williamsii) u siBisieTCS TaJUTIOIIMHOTEHHBIM alKamouaoMm [1].

B 70-80 rr. XX Beka A. IlynerusHpiM ObUla CHHTE3UPOBaHA CEPHUsl 3aMEIIEHHBIX
(eHMIPTaHaAMUHOB CO 3HAUUTENbHON ICHUXOJEIUYECKON M TaJUTFOIMHOTE€HHONW aKTHBHOCTBIO, U
OINMCAHO X AeicTBue [2]. DTa cepus qU3aliHEPCKUX HAPKOTUKOB IPHIILJIa B CBOE BPEMsI Ha PhIHOK
B KayecTBE JIEraJbHOM albTEpHATHBBI NPOU3BOJAHBIM aMmderamuHa, coaepxamuMm 3,4-
metuneruokeurpynny (MJAMA, MJIA u ap.) niu JICI, u nomy4una GOJbIIYyIO MOMYJISIPHOCTb.
K HanGosnee n3yueHHbIM COEAMHEHUSIM 3TOTO Kjacca MOKHO OTHECTH MTPOU3BOHBIE aM(peTaMuHa,
coJlepKallie OJHY MM HECKOJIbKO METOKCUTPYNI M aTOM TajJloreHa B OEH30JbHOM KOJIBIIE,
Hanpumep, 2,5-numerokcu-4-6pom-amperamun (JJObB), 2,5-mumerokcuamderamus (2,5-IMA) u
ap.) [3-6]. OcobeHHO XOpOIIO OCBEHICHHBIMH B HAy4YHOHW JIUTEpaTtype SBISIOTCS W
(deHmITaHAMIHBI U3 BechMa MOMYISIpHOTO ceMmeiictBa 2C, conepikamue METOKCHTPYIIIBI B

MOJIOKEHUAX 2 ®W S5 O€H30JIbHOIO KoJbla W Pa3JIMYHbIC J'II/IHO(bI/IJ'H)HI)Ie 3aMCCTHUTCIIN
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NH,

3amelleHHble P
AMGETaMUH Mo a/IKWIbHOM Lenu
NH.__
g/\f pd ®EHW/ISTAHAMMH
3amelleHHble
MeTtambeTammH

no 6eH30/1bHOMY KO/bLLY

3amelleHHble
no 6eH30NbHOMY KONbLy

@g 3@”

bk-MAMA
(meTrnoH)
S5APB-NBOMe

2C-H-Fly

—_

3ameulleHHble
1Mo aMMWHOI

|

N-beHzunzameuwleHHble (NB)

P4

i NBOMe

B O/ 0

25B-NBOMe (2C-B-NBOMe)

~
MeckanuH O /O

MecKkannH-NBOMe

Pucynok 1.1 — Knaccuduxanus peHnnisTaHaMHHOB

Br

Opyrue NH TCFS
O

2C-B-Fly-TFA

Ny

Opyrne NB

~

@]
NH

@]
o—/

O\ 25|-NBMD (2C-I-NBMD)

O._  25C-NBF(2C-C-NBF)

QNJQ

25H-NBOH (2C-H-NBOH)

2C-H-Fly — 1-(2,3,6,7-terparuapobenso[1,2-b:4,5-b' | audypan-4-un)-2-amunostrad; 25B-NBOMe — 2-(4-6pom-2,5-numerokcudenun)-N-(2-metokcubensun)sranamus; 5 APB-
NBOMe — 1-(6euzodypan-5-mi)-N-(2-metokcubensin)nponan-2-amun; Meckanua-NBOMe — N-(2-metokcubensmn)-2-(3,4,5-tpumerokcudernn)stanamun; 2C-B-Fly-TFA — N-

tpudroparerui-1-(8-6pom-2,3,6,7-trerparuapobenso[1,2-b:4,5-b" | mudypan-4-wun)-2-aMmuHOITaH;

251-NBMD

N-[(2,3-meTnnenanokcudennmn)mernn]-2-(4-itomo-2,5-

numerokcupennn)stanamus; 25C-NBF — N-(2-¢grop6ensun)-2-(4-xmop-2,5- tumerokcudennn)sranamun; 25H-NBOH — N-(2-runpoxcubensmn)-2-(2,5- rume TokcrdeHIIT)I TaHAMHH.



14

B TNOJIOXKCHUU 4, Takue, Kak, Hampumep, 4-0pom-2,5-nmumerokcu-p-peraumdtranamun (2C-B), 2,5-
nuMeToKCH-4-HuTpo-P-pennmatanamun (2C-N) u ap. [7-14]. B Hacrosimee BpeMsi OOJIBITMHCTBO U3
HUX SBJIIOTCS 3alPEIICHHBIMU BO MHOTHX CTpaHaX MHUpa.

W3BectHO, dTO Ui «IU3allHEPCKUX»  (PEHUIDTAHAMHHOB CTPYKTypa C  JABYMS
METOKCUTPYIIIIAMH B MOJIOKEHUAX 2 U 5 SABJISETCS ONTUMAIBHOM JJIS MPUJIAHUS 3TUM COSTUHEHUSIM
BbICOKON aPUHHOCTH, a BBEJCHHE B MOJIOKEHHE 4 JTUMOPHIBHOTO 3aMECTUTENs (METUIHHOIO,
METOKCH-, TrajoreHa " T.A.) YCHJIUBaeT cpoicTBO K 5-HT2a peuentopy, u, clieoBaTeibHO,
YBEJIUYMBACT TaJUTIOIMHOTEHHBIA noTteHuuan [15]. Tak, manpumep, 2,5-AMMETOKCUIIPOU3BOIHOE
amderaMuHa SIBJISICTCS CaMbIM MOINHBIM 3 cepuu JIMA, obmagas mpu 3TOM B 5 pa3 MEHBIIHM
cpoacTBoM K 5-HT2a penientopam no cpaBaenuto ¢ 2,4,5-TMA [16].

[Io cBoeMy @QapMakoIOru4eckoMy JeHCTBUIO caM (EeHWIdTaHaMUH, KaK W MHOTHE
IPEJICTaBUTENIM ATOrO Kjacca, o01aJaeT CTUMYJIHPYIOIIMMU CBOMCTBAMM, U HMMEIOT HU3KUI
TAJLTIONWHOTEHHBIA MOTeHIMaNn [17]. BoibIIMHCTBO ke au3aliHepCKUX (EHWIITaHAMUHOB |[3-
14,17], sABNSAACH YACTUYHBIMHU HJIM TIONHBIMU aroHUCTaMH pPEIenTopoB cepoToHuHa S5-HToa,

IPOSIBIISIIOT CBOMCTBA CHJIBHBIX IICHXOTOMHUMMETHKOB [ 18-20].

1.2. N-((2-3amemiennbI€e)0eH31T) PeHUIITAHAMHHBI, X CTPYKTYpPa U CBOIiCTBa

N-((2-3amemieHHbIc )0eH3MIT)(DCHUIITAHAMHUHBI TIPEICTABIAIOT COOO0M CPaBHHUTEIBHO HOBOE
CEMEICTBO CUHTETUYECKUX COEIMHEHHH, KOTOpbIe ObUIM BBIBEJEHBI HA HEJIeralIbHbIN pbIHOK B 2011
rofy W MOJY4YWJIM BBICOKYIO MONYJISPHOCTh cpeau mnorpedurteneil. OgHOW M3 TakUX TPy
coeauHeHuit crana cepus NBOMe, npencraBuTeny KOTOpOH BIEpBble ObUIM CHHTE3UPOBAHbBI B
2003 roay Panspom Xelimom B CBoOOIHOM yHHMBepcHuTeTe bepianHa B pamMkax HayqyHOH paboThI 1O
CHUHTE3y W (apMaKOJIOTHH aroHHCTOB pelenTopoB cepoToHuHa 5-HToa [21-29]. HuTepec
CO3/IaHMIO TAKUX MPENaparoB, MO-BUAUMOMY, OYAET MPOSBIATHCA U B JalbHEHIEM, TOCKOJIBKY 5-
HT2a perienTopsl cBsi3aHbl CO CIOKHBIMH BHJIAMH JEATEIbHOCTH, BKIKOYAs aMATh U KOTHUTHBHBIE
nporeccel. OHM Takke ydacTBYIOT B natodusuosnoruu ad(eKTHBHBIX paccTpOMCTB, TaKUX Kak
nenpeccuss u muzopperus [28,30]. Cepus NBOMe co3naBasiack Ha OCHOBE «KJIACCHUYSCKUX)
CTPYKTYp coenuHeHuil cemeiictBa 2C, coiepKalluX IBE€ METOKCUTPYIIbI B MOJIOKEHUIX 2 U 5
OEH30JIbHOTO KOJIbIIA, ITyTEM 3aMEHbI aTOMa BO0POAa aMUHOrpymIbl Ha N-2-MeTOKCUOSH3MIbHBIN

3amectuTenb, Hanpumep, 25H-NBOMe, 25B-NBOMe u ap. (pucyHok 1.2).
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OMe OMe
NH, NH
—_—
OMe
R R
OMe OMe
CoepuHeHua 2C-cepum, rae R = H, anknnbHble CoennHeHuns cepuu NBOMe, roe BblAENEHHbIN -
3aMeCTUTENN, FraNoreHbl 1 Aap. N-2-meTokcn (OMe) 6eH3nnbHbIN (B) dparmeHT
Pucynox 1.2 — Crpykrypa coemuneHuss 2C-cepun u ero N-2-MeTOKCHOCH3UIILHOTO
npoussoaHoro (NBOMe)

Beenenne N-2-MeTOKCMOCH3WIBHOTO 3aMECTHTENsI CYHICCTBEHHO YBEIUYHIIO W 0€3 TOro
BBICOKOE CPOJICTBO IN Vitro coemunenuii cemerictBa 2C k perentopam cepotonuna [20]. [Tockonbky
CpoAcTBO K peuentopy S5-HT2a xoppenupyer ¢ rauiolMHOT€HHBIM IMOTEHIIMAJIOM HApKOTHUKOB,
Takde CcoeAuHeHus Kak, Hanpumep, 25B-NBOMe, N-(2-merokcubensun)-2-(4-xma0p-2,5-
nuMeTokcudenmn)stanamud  (25C-NBOMe), 251-NBOMe, 25H-NBOMe wu gap. oxxumaemo
OKa3aJIMCh YPE3BbIUAHO MOIIHBIMU rayutiormHoreHamu in vivo [20,28,30,31]. [TostoMy ¢ 1ienbio
HE3aKOHHOTO YHOTPEeOJIEHUs ITUX BEIIECTB B KaYECTBE HAPKOTHUECKUX CPEICTB COCAMHEHHS STOM
TPYOIbl Yalle BCEr0 HAHOCATCS B BHUAE PACTBOPOB B J03aX MO HECKOJIbKO MHIJUIMTPAMM Ha
pa3nuuyHbBle HOCUTENHW, Hampumep, (parmMeHTsl nephOpUpOBaHHONH Oymard WIM KapToHa,
Ha3bIBa€MbIE MapKaMH, M 3a4acTyio BbiaroTcsa 3a LSD. OTtmeuaercs crmocoOHOCTH mpenapaToB
NBOMe, Hapsgy c Oojee BBICOKMMHU YpPOBHSIMU TaJUTIOIUHAIMK u Opena MO CpPaBHEHUIO C
npenapatamu 2C, oka3bIBaTh CTUMYJIHpYOIUEe YPPEKThl HA MCUXUKY M CEpAECYHO-COCYIUCTYIO
CHCTEMY, YTO B CIIy4asX OCTPbIX OTPaBJICHHUI CONMPOBOXKIACTCA TaXUKAPAWEH, TUNEPTOHUEH,
pacuIiMpeHrueM 3padkoB, BO30yKaeHHeM, cymoporamu u rtuneprepmueii [20]. YnorpeGienue
npenapatoB NBOMe cTaiio B pse ciydyaeB NIPUUYUHOMN TSDKEIIBIX OTPABICHUM U 1aKe CMEPTEH, 4TO
IPHUBEJIO K UX 3aKOHOJATENbHOMY 3amnpenienuto [31-36].

[To Mepe BKITIOYEHHS B TIepeUeHb 3alpeIIeHHBIX H3BECTHRIX coeannenuit cepun NBOMe, Ha
HENleraJJbHOM pBIHKE CTajdl TIOSBISATHCS HOBBIE CTPYKTYPHBIE MOJU(HUKAINH, CBS3aHHBIE C
usomMepueit mMerokcurpymmbsl B N-OensmnbHoi rpynmupoBke [37,38] (pucynok 1.3), ¢ 3ameHoii
MeTOKcHrpymmbl Ha 2,3-metwineHauokcu- (NBMD), okcu- (NBOH) rpymmer [39,40] wim
HekoTtopbie rajoredsl (NBF) [41,42] (pucyHok 1.1), 9TO cOXpaHMIIO BBICOKOE CPOACTBO K 5-HT2a
pelenTopaM U raJIlOUMHOTEHHYI0 aKTHUBHOCTh [0 CPABHEHMIO C HE3aMEIIEHHbIMH aHajioramu [43-
46]. Tak, manpumep, coenunenus: cepun 25X-NBF, umeromue kinaccuueckoe 2,4,5-3aMelieHue
(eHUITBHOTO KOJIbIAa (PEHUIITUIIBHOTO (PparMeHTa MOJIEKYJIbl, 3aKOHOMEPHO MPOSIBIISIOT MOIIHBIHN

ncuxoToMuMeTndeckuit A dexr, mogodHo coenunenusMm rpynnsl NBOMe, n 0651amatoT BEICOKOM
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TOKCUYHOCTBIO [41,47], 4TO, B KOHEYHOM CHYETE, TaKXe IPHUBEIO K HUX 3aKOHOAATEIbHOMY

3amperieHnto Bo MEOTHX cTpanax (Poccum, IIserun, Sinonun) [47-49].

OMe OMe \/@\ OMe \/Q/OMG
NH NH
NH OMe
R OMe R R
OMe OMe

OMe
NB20Me (NBOMe) NB30OMe NB4OMe
opmo-n3omep Mema-n3omep napa-nsomep
Pucynok 1.3 — Perumomsomepuss B N-merokcuOeH3uIbHOM (parMeHTe Ha MpUMEpe

coemmuennit NBOMe (R = -H, -Br, -Cl, -1, -NO, -Me, -Et, -Pr, -EtS, -iPrS, -PrS) [37,38]

Hapsiny ¢ 3TuM B HellerajbHOM 00OpOTE MPOJOJIKAIOT TOSBISATHCS COSAMHEHHSI C HOBBIM
IU3aifHOM, KOTOPBI CBSi3aH C 3aMEHOH  2,5-ITMMETOKCMOCH30JBHON  TpYIIUPOBKUA  Ha
oenzodpypanoByio (5-APB-NBOMe), 4-ankuiOeH300bHYIO, 3,4-AMMETOKCHOCH30IbHYIO — WIIH
TPUMETOKCUOEH30JIbHYIO (Meckanua-NBOMe W N-(2-meTokcubensun)-2-(2,4,6-
tpumerokcudenun)stanamun  (2,4,6-TMPEA-NBOMe)) [20,50,51], a Takke ¢ yBeIMYCHHEM

KOJIMYECTBA METOKCUTPYII B O€H301bHOM sipe [25] (pucyHok 1.1).

1.3. MeToabl onpesesieHNsl COeJMHEHUH Kiacca (PeHNIITAHAMUHOB M MX NPOU3BOIHBIX

AHanu3 HapKOTHYECKUX CpEACTB, K KOTOPBIM OTHOCSITCSl 3alpelieHHble K 000poTy
(deHwIdTaHAMUHBl U HUX HpOU3BOJHBIE [36], 3aKiioyaercs, MNPEeXJE BCEro, B OIpPEAEICHUU
KayeCTBEHHOT'O  COCTaBa IPEJACTaBIEHHBIX Ha HcclenoBaHMe o00bekToB. OmnpexaeneHue
KOJINYECTBEHHOT'O COJIEpKaHUsl B OOJBIIMHCTBE CilydyaeB He TpeOyercs, BBUAY 0c000il omacHOCTH
st oomectBa 3tux HC unm TIB, a Takxke oTCycTBUS CTaHIApTHBIX 00pasnoB. Takum oOpazom,
nenbto ananuza HC unu [1B saBnsiercss ycraHoBieHne ¢akTa HAIWYUS 3aIPELIEHHOT0 KOMIIOHEHTa
HE3aBUCHUMO OT €ro coJepkaHuss B HccieqyeMoM oObekTe. JlampHeWmmii  pesynbTar
UJCHTU(UKAIMA OCHOBAH Ha 3HAHWU WMHIMBHIYaJbHONH XUMHUYECKOW CTPYKTYpbI ONpEAEsieMOro
aHaiuTa. BO3MOXXHOCTH TOJIOKUTENBHON HAEHTU(UKALMU 1I€JI€BOr0 KOMIIOHEHTa 3aBUCUT OT
UMEIOUICICSl B PACIOPSDKEHUU BKCIepTa CIPaBOYHOM WIM HaydyHOW UWHGOpMaluu B BUAE
napaMeTpoB  Xpomarorpauyeckoro  yAepKMBaHUS,  CIEKTPAJbHBIX  JaHHBIX M T.II.,
Ipe/CTaBystomell co00M aHaIUTUYEeCKHe XapakTepucTuku [52]. B cimywyae oTCyTCTBHS Tako
CIpaBOYHOM HWHGOpMaUUK UACHTU(DUKAIMS COEAMHEHMS] CTAHOBUTCS HEBO3MOXHOM 0e3

WHTEPIPETALMH 3aPETUCTPUPOBAHHBIX CIIEKTPOB 10 YCTAHOBJIEHUIO CTPYKTYPBI COCTMHEHMII.

1.3.1. O630p memo0ooe onpedenenun HApKOMUUECKUX CPEOCME
CymectBytone TpaauuoHHbele cxembl omnpegenenuss HC mnpeanonaraior mnostamnHoe

MMPOBCACHUC aHaJIn3a MUHUMYM ABYMSA HC3aBUCUMBIMU MCTOAAMU, OAUH U3 KOTOPBIX UCIOJIB3YCTCA
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JUIsl TIPOBEACHMSI TIPEBAPUTEIBLHOIO MCCIEA0BAHUSA, a IPYrod — JUIsl OATBEPKIAIOIIETO aHAIN3a
[52-54]. K mpeaBapuTenbHBIM METOAAM aHAIHM3a OTHOCATCS TECTHI C HCIOJIb30BAHHEM IBETHBIX
KaleJIbHbIX peakluil, HWMMyHOXuUMudeckue wmetonabl, Yd-cnekrpockonus. IIpomexyrodHoe
MOJIOKEHUE M0 HUACHTU(PUKAMOHHONW HAJAECKHOCTH 3aHUMAIOT XpOMaTOrpapuuecKue MeETOIbI,
TaKue KaK TOHKOCIJIOIHAsA, Ta30Basi U BBICOKOA((EKTUBHAS JKUIKOCTHAS XpoMaTorpadus, IHpPOKO
IIPUMEHSIEMbIE KaK MpPU MPOBEACHUU CKPUHMHIOBBIX HMCCIIEIOBAHUM, TaK W IS MOATBEPKICHUS
pEe3yNbTaTOB MPEIBAPUTEIBLHOIO aHanu3a. K moaTBepx1aromum METOJaM aHajau3a OTHOCSTCS Macc-
crekrpomerpus, UK- u AMP- ciektpockomnusi.

Tak Kak 10 CBOEMY XMMHUYECKOMY COCTaBY OOBEKTHl aHAIW3a Yallle BCETO MPEICTABIISIOT
co00il cMmecH €eCTEeCTBEHHOTO WM HCKYCCTBEHHOTO TPOUCXOXKICHHS, TO ©0€3 MIpUMEHEHHUS
XpoMaTorpauuecKkux METOAOB, MO3BOJSIOIIUX Pa3AEIUTh CMECh BELIECTB Ha COCTAaBJISIOLINE €e
KOMITOHEHTBI, He o0xoautcs HU oauH aHanmm3 HC [52-58]. Merox TCX oOnamaer Takumu
IPEUMYIIECTBAMU KaK BBICOKAas IPOU3BOJUTENBHOCTH IO YUCIY OJHOBPEMEHHO aHAIM3UPYEMbBIX
npo0, MPOCTOTa HWCIOJIHEHUS, JIOCTaTOYHAs JUIi MHOTHUX CIydyaeB NPHUMEHEHHUs pa3Aelsionas
CIIOCOOHOCTh, W, HAaKOHEIl, BO3MOXKHOCTh BHU3yallM3allUd XPOMaTOrpauuecKux 30H OECIIBETHBIX
pa3lielieHHbIX BEIIeCTB MyTeM O0OpabOTKM TOHKOCIOWHOM IUIACTUHKKM  Pa3HOOOpa3HBIMU
posBISOIMMEU peareHTaMu [59]. Tem He MeHee, BCe MOJIOKUTEIbHBIE PE3YIbTaThl, OTYUEHHbIE
3TUM METOJOM, JIOJKHBI paccMaTpUBaThCs JIMIIb KaK OCHOBaHHME JJIs aHaliM3a HCCIIETyEMOIo
00BeKTa TMOATBEPKAAIIUMUA METOJAAMHU C UENbI0 HCKIIOYEHHUS JIOKHBIX IOJIOXKHUTEIbHBIX
pe3ynbTaToB [52, 59]. CyuiecTBeHHBIM OrpaHWyYeHueM s npuMeHeHust metona TCX sBisercs
HEO0OXOUMOCTh COBMECTHOTO XpOMarorpaupoBaHUs C aHAIU3UPYeMOl mpoOOM cTaHAapTHBIX
00pa3loB OIpeAenasieMblX BENIECTB, TaK KaKk Ha BOCIPOM3BOAMMOCTh YHCICHHBIX 3HAUCHUMN
MapaMeTpoB yJEP>KUBAHUS MOKET OKa3blBaTh BIMSHHUE IIUPOKHUHM Psif CIydalHbIX (aKTOpoB [52,
58]. Dto0 orpaHuueHue Ccepbe3HO CHUXKAeT 3((PEeKTHUBHOCTH MeToJa INpU aHaiau3e Mpod
HEU3BECTHOTO COCTaBa, a NPU OTCYTCTBUM CTaHAAPTHBIX OOPa3LOB MOIYYUTH IOJIOKHUTEIbHBINA
pe3ynbTar uAeHTU(UKAIMM HEBO3MOXXHO B mnpuHuune. B Takom cinydae merogq TCX moxer
CIIy’)KUTh JIMIIb Kak CpEACTBO MPOOONOArOTOBKM C LENbI0O MPOBEAEHUS JlaybHEHIeH
UACHTU(DUKAINY aHATHTA.

JlomuHupyroliee MOJOKEHUE B AaHAJIU3€ CIOKHBIX CMecell OpraHM4ecKHuX COeIMHEHUI
3anumMaroT meroasl ['X m BDXX. Orto mpoumszomuio Onaromaps pazHOOOpa3Hio HCHOIB3YEMBIX
HEMOJIBIDKHBIX M TOABMXXHBIX (Da3, a TakKe COBPEMEHHOMY ammapaTypHOMYy O(OpMIIEHUIO,
o0ecreynBamIeMy BBICOKYIO TOYHOCTh TIOTOKA TMOABIKHOW  (a3sl W moanepkKaHus
TEMIEPATYPHBIX PEXUMOB aHanu3a. [[pyruM mOJOXUTEIbHBIM MOMEHTOM SBIISETCS HaJIu4due
pPa3HOOOpPAa3HBIX JETEKTOPOB C HU3KUM IpPENeIoM OOHApYKEHHsI U BO3MOXKHOCTh KOMIIBIOTEPHOM

06pa6OTKI/I JaHHBIX. MeToabl XapaKTCPU3YIOTCA BBICOKOH CKOPOCTBIO, BOCHPOU3BOAUMOCTBIO H
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CEJICKTUBHOCTBIO AHAJINM3a MHOTOKOMIIOHEHTHBIX CMECEH, II03BOJISIFOT HCIIOJIb30BaTh  JJIS
UACHTU(DUKAIIMN aHAJUTOB CIPABOYHbIE WJIM TMIOJIyY€HHbIE B KOHKPETHOM JjabopaTropuu ¢
UCIIOJIb30BAaHUEM CTAHAAPTHBIX OO0pa3loB JaHHbIE [0 MapaMeTpaM XpoMaTorpaduueckoro
yaepxkuBanus [52, 58, 60]. OO6wsuno mns omnpegenenuss HC wmeromom ['X  ucnosb3yroT
xpomarorpaduyeckre KOJOHKU C HEMOJISPHOM UM ¢1a00 MOJISIPHOI HETTOIBUIKHOM KUAKON (ha30il.
BonbIIMHCTBO aHATM30B MPOBOAUTCA Ha KOJOHKax co 100%-auMeTUInoIucuiIoKcaHoBoi (aszoi
tuna HP-1 unm comepkamieit npuBuThie (DEeHHIbHBIE TPYIIBI - KOJTOHKU ¢ (5%-audenn)-95%-
JUMETHITIIONIMCHITOKCaHOBOU (a3oii tuma HP-5 [52—59]. Bo3MOXHOCTH ONpeieieHus: CoeInHEHHMA
MetogqoM [I'X orpaHuueHbl JETY4eCTbIO U TEPMUYECKOM CTAOMIBHOCTBIO OIPEIEIISIEMbIX
KOMIIOHEHTOB. B psige cimydaeB meron TpeOyeT HpOBENEHHUS AOMOJHUTEIBHON JepuBaTU3ALNN
poObl € LENBI0 MEePEeBOia ONPENeISIEeMbIX COSIUHEHUI B CTaOWIBHYIO WIH JIeTyuyio dopmy [52,
53, 60]. Otux HenocraTkoB guuieH meto BOXX, npu kotopom onpenenenne HC npoBoautcs Ha
oOpaieHHO-(pa3HBIX CcOpOCHTAaX, Yalle Ha CHJIMKareiae, MOIUPUIIMPOBAHHOM OKTaICIUIHLHBIMU
rpymnamu (Cig) [52-59]. B kadecTBe MOABMKHON (ha3bl MCIOIB3YIOTCS Pa3IUYHBIC 1O COCTABY
CMECH Ha OCHOBE BOJbI C allETOHUTPUIIOM WJIM METAHOJIOM C IPUMEHEHUEM IMpPH HEOOXOAUMOCTH
Moaudunupyromux 106aBok. neHTuguKamoHHas HaJeKHOCTh XpoMaTtorpaduyecKux MeETO0B
CHI)KAeTCAd IpU  aHajiu3€ MHOTOKOMIIOHEHTHBIX CMeCel HEM3BECTHOIO CcOocCTaBa M3-3a
CYILIECTBYIOIIEH BEPOATHOCTU MOIYUYEHUSI JOKHBIX MOJOKUTEIbHBIX PE3yJIbTaTOB UACHTU(PUKALIUU
BCJIC/ICTBUE HAJIOKEHUS XpoMaTorpadUyuecKux MHUKOB COEIMHEHUH ¢ ONM3KUMHU IMapaMeTpaMu
ynepxxuanus [60]. s MoBbIIeHUsT HAIEKHOCTH UJIESHTU(UKALMKU HEOOXOAUMO HCIOJIb30BaHUE
MUHUMYM JIBYX Pa3IN4HbIX XpOMATOrpapuuecKuX METOJI0B WJIM BAPHAHTOB XpOMaTOrpa(puuecKoro
pasnenenud. Kak npasuno, npu npoBefeHnH xpomarorpagpudeckoro ananuza HC ucnonb3yrores
IUIaMEHHO-MOHU3AIMOHHbIHN feTekTop (B BapuaHte I'X) wim Y®-nerextop (B Bapuante BOXKX), a
TaK)Ke MacC-CIEKTPOMETPHUYECKUE AeTeKTophI [52-59].

Ocoboe 3HaueHWe [UId ONpEeNIeHUs HApKOTUKOB HMMEIOT Macc-CIEKTPOMETPUUECKHE
JIETEKTOPHI, MO3BOJIAIONIME HE TOJBKO 3apEerUCTPUPOBATh C HU3KHMMHU TpefesiaMd OOHapyKEeHUS
BBIXOJAIIIME M3 XpOMAaTorpaduyeckod KOJOHKH KOMIIOHEHTBI M OINpPENeNUTh MX IapaMeTphbl
yICPKUBAHUS, HO U MOIYYUTh MH(DOPMAIMIO O XUMHUYECKOH CTPYKType 3THX BemectB [59—61].
[IpumeHeHrne Macc-CIIEKTPOMETPUHM TO3BOJISIET CO3/1aBaThb METOJUKH C  XapaKTEpUCTUKAMU,
HAaWIYYIIMMU B aHAJIMTUYECKOM XUMHUHU, a COYEeTaHHe C XpomaTorpadueil IONOJHUTEIHHO
YBEJIMYUBAET CEIEKTUBHOCTH aHanu3a [60, 62, 63]. KomOuHams mMacc-CrieKTpoMeTpa ¢ ra30BbIM
WIA KUJIKOCTHBIM XpoMarorpaoM CyIIECTBEHHO TIOBBIIIAET HAJECKHOCTh HWACHTH(PHUKAIMN
Onarojapsi perucTpaldyd M HCIOJIBb30BAHUIO CHEIU(PUYHON XapaKTePUCTHKH BELIECTBa, KaKOBOM
ABJIIETCS. MAacC-CIIEKTp, B JIOMOJHEHHE K XpomaTrorpaduyeckuM IMapameTrpaMm yaep KUBaHHS.

Haubonee mupokoe npumMeHeHne B KayecTBe OCHOBHOro meroja aHanuza HC momyumna I'X-MC
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HU3KOTO pa3pellieHUs] C MCMIOJIb30BaHMEM HMCTOYHMKA WD M KBaJpymoJbHOrO AETEKTOpa. ITO
CBSI3aHO C Te€M, 4TO mojasisroniee 6oapmuHcTBO HC 00nagaeT 70CTaTOYHOM JETYYECThIO U UMEET
BECbMa XapaKTEpPHBbIE M BOCIPOU3BOJUMEBIE MacC-CIIEKTpbl KD, mMmo3BossionMe yBEpEHHO
UACHTU(DHUIIMPOBATh COCAMHEHUS IO pEe3yJibTaTaM COIOCTABJICHUS 3apErHCTPUPOBAHHBIX U
CIIPABOYHBIX MACC-CIICKTPOB, a UCIOJB30BaHHUE KOMITBIOTEPHOTO IOMCKAa HAa OCHOBE OMOIMOTEK
Macc-CIEeKTPOB CYIIeCTBEHHO objerdaer maeHtudukanuro [52, 59, 61]. Takum oOpazomM, MeToxd
I'X-MC sBasieTcss 1OCTATOYHO MPOCTBIM, OBICTPBHIM, HAJCKHBIM HHCTPYMEHTOM ISl MIEHTU(]H-
KallUd OPTaHUYECKUX COCIMHEHUH MPU HATMYHHA COOTBETCTBYIOIICH aHAMTUYCCKOW MHPOpMAITUU
B BHJIC MAaCC-CIIEKTPOMETPUYCCKUX JAHHBIX M XPOMATOTrpapUUeCKHX IMapaMeTpPOB YICPKUBAHUSI.
OnHako, B TOM cllydae, €CJIM OTCYTCTBYIOT JaHHbIE 00 aHAIMTHYECKUX CUTHAJIAX, OJHO3HAYHO
XapaKTEepU3yIOIUX Kakoe-miubo COCIWHEHHE, TO Tpoleaypa HUACHTU(UKAIMU  CEPbE3HO
ocioxHsieTcs. Tem He MeHee, MMOCKOJIbKY Macc-CIEKTp HEeCeT B ce0e MH(MOpPMAIUI0 O CTPYKTYpE
COCIMHEHUS, TO MHTEPIIPETAIMs JAaHHBIX CIIEKTpa, OCHOBaHHAsI Ha 3aKOHOMEPHOCTSAX 00pa30BaHUS
MOHOB, IO3BOJISIET B PsjI€ CllydaeB cliejaTh BBIBOJ O CTPOSHUHU BEIIECTBA, JIMOO MPOBECTH €ro
rpynnoByto uaeHtTudukanuio [52, 60, 61, 63]. B ciydae uccienoBaHusi HOBBIX BUJIOB COSTUHEHUIA,
AQHAJTUTUYCCKUE  XAPAaKTEPUCTUKH  KOTOPBIX  HEU3BECTHBI,  HEOOXOJAMMO  IPHBJICUCHHE
JIOTIOJTHUTEIBHBIX 0oJiee MH(OOPMATUBHBIX, XOTS U JOPOTOCTOSIINX, METOI0B, Takux kak MCBP u
SAMP cnexrpockonust [53]. Pazymeercs, meton MCBP B coueranuun ¢ I'X umum KX moxer
UCIIONIb30BAThCS U JJI TPOBEACHUS PyTHHHOTO omnpeaeneHus u3BecTHbix HC B 00bekTax aHanusa,
YTO JenaeT uaeHTUUKanuw eme Oosee HanexkHoW [60, 63]. OmHako HCIONB30BAaHHE METOA
cnektpockonuu SIMP nenecooOpa3sHO AJii YCTAaHOBJIEHUS CTPYKTYpbl paHee HE BCTpEyYaBLIMXCA
COCIMHEHUH; NMPUMEHEHHE €r0 B KadyecTBE CTaHaapTHoro meroaa aHanmm3a HC Bpsa 1M MOXKHO
CUMTATh I1EIECO00Pa3HBIM B CBSI3U C €r0 BBICOKON CTOMMOCTBIO, BDEMEHHBIMH 3aTpaTaMu, HU3KUM
npenenoM OOHapyKeHUS U HEOOXOJUMOCTHIO BBIJECNICHUS WHIUBUAYATbHBIX KOMIIOHEHTOB JIJIs

MPOBEICHUS UccienoBanus [53, 64].

1.3.2. Ananumuueckue memoowvt onpeoenenus coeOUHeHull Knacca YenunImanamunos u ux
NPOU3BOOHBIX, RPUMEHAECMbIE 8 IKCHEPMHBIX 1AOOPAMOPUAX
Kak yxe oTmMeuanioch Bbllle, (heHWISTaHAMUHBI U €r0 POU3BOJHBIE [53, 54] mpeacTaBiIsatoT
coboii oHy U3 Haubomnee mupoko pacrpoctpaHeHHblx rpynn HIIC. KauectBenHoe pasHooOpasue
COEIMHEHHUH CIOCOOCTBOBATIO PA3BUTHIO aHATUTUYECKON XUMHUU TPOU3BOIAHBIX (DEHUIITAaHAMUHOB,
Ipek/e BCero, IS 1esiell KpUMUHATUCTUKH. [103TOMYy MOKHO OTMETHUTD, YTO METO/Bl U METOJAMKHU
OTIpeNieNIeHUs] ATUX COeMHEHMH, a TaKKe MX MEeTa0OJIMTOB, Pa3BUBAIOTCS M COBEPIICHCTBYIOTCS B

TCUYCHUC 3HAUYUTCIILHOTO MPOMCIKYTKA BPECMCHH.
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Onpenenenne  coeAWHEHW  Kjacca  (EHWIDTAHAMHUHOB  MPOBOAMTCS  METOIAMH,
TPAIUIIMOHHO HCIOJb3yeMbIMU st aHamu3za HC [52-54, 58, 65, 66], mpexae Bcero METoAaMu
TCX, I'X u BOXX, B ToM 4uClIe C MacC-CIEKTPOMETPUUECKUM JIETEKTUPOBAHUEM.

Meroa TCX

TCX - Hu3Ko3aTpaTHBIH, OBICTPHIA U  BBICOKOUYBCTBHTEIBHBIH METOJ JOMYCKAeT
BO3MOXXHOCTh BBIOOpA KaK HEMOJBUKHOW, TaK U MOJBWKHOM (ha3bl U MOAXOAUT JIJISl UCCIIETOBAHUS
HIMPOKOTO0 Kpyra BEIIECTB KaKk B BUJE OCHOBAaHWMN, TaKk M B BHUJE COJIeH, HauuHas ¢ Hauboiee
MOJISIPHBIX M 3aKaH4YMBas HEMOJSPHBIMH  COC€IMHEHUsIMU. IS KaXJA0ro COEIWHEHUS,
coJiepKamierocsi B mpode, MOXKHO paccuuTaTh KoddduuueHTt yaepxkuanus (Rf), 9To mo3BoiuT
IIPOBECTU MpEBAPUTEIHLHOE Pa3TpaHUUYCHHUE COCTUHEHHUI B Ipejesax Kiacca LEJeBbIX BEIIECTB.
Opnaxo, TCX He paccMaTpuBaeTCsl B KayecTBE MOATBEPKIAIOIIETO TeCTa U MPUMEHSETCS TOJIbKO
KaK CKpUHUHTOBBIM METOJI.

Meronx TCX ycrnemHoO UCHONB3YyeTCS JUIsl KAueCTBEHHOTO aHajdn3a HEKOTOPBIX
NpOM3BOAHBIX (eHmIITaHamuHa (ambperamuna, MJIMA, JIOB, metamderamuna u 1p.), MO3BOJISS
HAJKHO HMX HACHTU(UIMPOBATH, Olarojaps HAIMYUIO CTaHAAPTHBIX 00paslloB, CHEHH(PHUUYHBIX
[[BETHBIX KAUECTBEHHBIX PEAKIMIl U MPUMEHEHHIO PAa3JIMYHBIX BAPUAHTOB XPOMATOrpaduuecKux
CHUCTEM pACTBOpPUTEJCH, HaNpuUMep, TOIyOI-3TaHOJ-TpudTUIamMuH 9:1:1, xjopodopm-aneToH-
3TanoN-25%-He1ii BOogHBIA pacTBop ammmaka 20:20:3:1, MeTaHONI-KOHIIEHTPUPOBAHHBIA PacTBOP
ammuaka 100:1,5 u gp. [53, 54, 65, 66]. lns u3BieueHUs LENEBbIX COEAMHEHUN MCIOJIB3YIOT
METaHOJ, YTO 00ecleynBaeT AOCTaTOYHYIO KcTpakiuio [53, 54]. ng npoOonoAroToBku odpasiua
MOXHO TaKXe UCIMOJIb30BaTh JUCTWUIMPOBAHHYIO BOJYy, 3aT€M IMPOBOJUTH JKCTPAKIIUIO
xJ0pohopMOM € J100aBIEHUEM HECKOJIBKUX Kamnenb 25%-HOro BOJHOTO pacTBopa ammuaka a0 pH
=9-10 [65, 66].

s xpomaTtorpadupoBaHusl HCIONB3YIOT IUIACTHHBI C HEMOIU(DHUIIMPOBAHHBIM CIIOEM
cunukarens, takue kak Silufol, Sorbfil, Merck wunu ananormunsie. Ha mmactuny HaHOCATCS
ucciaeayeMble TMpOoOBI, HSTATOHHBIM PACTBOP M PACTBOPUTENb (B KA4eCTBE OTPHUIATEIHHOU
KOHTpOJIbHOU mpoOskl). [locie oxoHuanuss xpomarorpadupoBanus miaactuny cymar npu 50 °C B
TedeHre 10 MUH, a 3aTeM BBISBISIOT XpoMmaTtorpaduyeckue 30HbI MO TalleHUI0 (IyOpEeCICHIINH
npu 254 HM U posABIIAIOT peakTuBoM Mapku (9 vacreit cepHoit kucinotsl U 1 yacts 40% pacTtBopa
dbopmanuna) uinm pactBopom HuHTHApUHA (0,5 T HUHTHAPHUHA B 40 MIT alleTOHA WIJIM STUJIAIETaTa).

I'X-MC - oaumH wu3 HauOolee  pacHpOCTPaHEHHBIX KOMOWHHPOBAHHBIX METOJIOB,
MPUMEHSIEMBIX B CyHeOHOM JKcmepTuse M HASHTU(UKAIMK OO0paslioB Pa3MUYHBIX KJIACCOB
COCTMHEHUH, B TOM YHCIIE U MMPOU3BOIHBIX (DEHMIITAHAMHUHOB, KOTOPBIM MOXKET OBITh HCTIOJIb30BaH
Kak mnoaTBepkiatomuii  meroa. OH  BKIIOYAaeT JBa HE3aBUCHUMBIX Cclocoba — aHanmu3a

(xpomarorpaduueckoe pazzieiaeHue U Macc-pparmMentanuio). Maentuduxanus ¢ UCIoIb30BaHUEM
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I'X-MC ocymecTBasieTcsi IMyTeEM CONOCTaBICHUsSI BPEMEHM WM MHJEKCA YAEpPXKHUBaHUS U Macc-
CIEKTpa aHaJWTa C aHAJIOTUYHBIMU MOKAa3aTEeNSIMM STaJOHA, B KAaueCTBE KOTOPBIX MOTYT OBITh
MCIIOJIb30BaHbl KaK CTaHAAPTHBINA 00pa3ell BEeleCTBa, TaK U MOJyYEHHbIE B aHAJIOTHYHBIX YCIOBUSAX
CIIPABOYHBIE JIaHHBIE.

[TpoGomoaroToBKy 00pasios, coaepkanmx GEeHIIITAHAMIHBI, JJI UCCICIOBAHUS METOIOM
I'X wim I'X-MC npoBoasT, pacTBOpssA HCCIAEIyeMOe BEIIeCTBO B MeraHose (KOHIEHTpamus 1
MI/MiI), a 3aTteM XxpomarorpapupyroTr. Xpomatorpapuyeckoe pasiaciicHue OOJBIIMHCTBA
(eHMIITaHAMHHOB OCYIIECTBISIOT Ha KamMULIPHBIX KojoHKax tuma HP-5 (5% d¢enun - 95%
numerunonucwiokcan) win HP-1 (100% AuMeTHIIOMUCHIOKCAaH), a HCIOJIb30BaHUE Macc-
CIEKTPOB MO3BOJISICT MPOBOAUTH HAJICKHYIO HICHTU(UKAIINIO KOMIIOHEHTOB MPH HU3KHUX Mpeaeax
OOHapy)XeHHS W CeJNeKTHMBHOCTH aHanmm3a [53, 54, 65, 66]. KonuuecTBeHHOE OIpeaciieHue
COCIMHEHUI TPOBOASIT METOAOM BHYTPEHHETrO CTaHAapTa Ha Xpomarorpadax ¢ IUIaMEHHO-
MOHM3AIMOHHBIM JIETEKTOPOM, IPUMEHSS B KAU€CTBE BHYTPEHHEI0 CTaHAAapTa 3MK03aH, TETPaKo3aH
WIHM JpyTue NoaXosmuie #-ankansl [53, 54]. JloctoBepHOCTh UAeHTH(HUKAIUU (HEHIIPTAaHAMIHOB
MOBBIIIACTCS 32 CYET BBICOKOU Creln(PUIYHOCTH MACC-CIIEKTPOB TPUDTOPALETHIBHBIX, METHIILHBIX
U JIp. JEpUBATOB, MOJYYaeMbIX I ATHX COCAMHEHMH MpPU MPOBEICHHH MOATOTOBKH MPOOBI K
anammsy [53]. [lomyueHue nepuBaTOB OCOOCHHO JKEJIATENBHO, KOTJA MacC-CIIEKTP HCXOTHOU
MOJIEKYJIBl J1TaeT Mayuo uHpopMamuu aius nened uaeHtudukanuu. Macc-CneKTpbl OOJIbBIINHCTBA
(eHMIPTaHAMUHOB 00JIaMal0T (PParMEHTHBIMA MOHAMHU C HU3KUMHU 3HAYCHHSMH OTHOILICHHS M/Z,
HU3KOW HWHTEHCHUBHOCTHIO CHUTHAJIOB W TOJBKO OJHUM (parMEHTHbIM HOHOM C OOJBIIUM
OTHOCHUTEINIbHBIM coJiep>KaHneM (OCHOBHOM mnuK). [lomydeHue aepuBaToB OOBIYHO HPUBOJUT K
MOSIBJICHUIO B MAacCC-CIEKTpax (pparMEHTHBIX HOHOB C OOJBIIUMH 3HAYCHUSAMH M/Z U ¢ Ooblueit
MHTEHCUBHOCTBIO. Hapsiy ¢ 3TUM yBEIMYMBAETCS MHTEHCUBHOCTh CUTHAlIA MOJIEKYJISIPHOTO MOHA.
Housl ¢ OonbI10i Maccoil sBistoTCs 6osee criequpUUHbIMU U 001aJat0T OOJIBIIEeH IEHHOCTBIO JUIs
UACHTU(PUKAIMY, TTOCKOJIbKY UM HE MEIIAIOT (POHOBBIE MOHBI, BO3HUKAIOIINE 32 CYET YaCTUYHOU
JIerpajlaliid HEeTOABMKHON (a3bl B KOJOHKE, W Apyrue 3arpsisHeHus. B cimyuae monmyuenus TDA
JIepuBaTOB HauOoJiee y10OHBIM BapHMaHTOM HPOOONPOArOTOBKM SIBISETCS CIEAYIOIMNA: K 3-4 Mr
oOpasua nobasmstor 0.2 M aHruapuaa TPpUPTOPYKCYCHOM KHCIOTHI U BBIIEPKHMBAIOT CMECH B
TedeHUH 10 MUHYT B 3aKpbITON CKIITHKE TPU KOMHATHOM Temneparype [65].

st xpomatorpadudeckoro pasaeneHus (GeHUIITAHAMUHOB B IKCIIEPTHBIX JTA00paTOPUSIX
UCIOJB3YIOT  pa3jM4YHbIE  PEKMMBI  IPOrPaMMHUPOBAHMUSI  TEMIEpPATyppl  TEpPMOCTaTa
xpomarorpaduyeckoil KonoHKU. Crenyer OTMETUTh, YTO Ui pas[elieHUs] TaKuX COeJAMHEHHH
HayajbHas TeMIepaTypa TEpPMOCTaTa KOJIOHKM JOJDKHA OBITh JIOCTATOYHO HHU3KOH C y4eToM
BBICOKOH JIeTyyecTH (heHUIITaHaMUHOB B (hopme cBoOOaHOro ocHoBaHus [53]. B meTonmueckux

pPEeKOMEHIAIMAX MM OKCIEePTHBIX Toapa3aeneHuil [65, 66] 1eneBbie (eHUIITaHAMUHBI
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(am¢peramun, M/IMA, meramderamun, 2C-B u ap.), a taxke ux TDA nepuBarbl mpemiaraercs
xpomarorpadupoBarb Ha kojioHke Thna HP-1 mmunoit 12-20 M, muamerpom 0.2-0.3 MM mpu
CIIEMYIONINX YCJIOBHSIX: HadalbHas Temneparypa 100 °C, marpes co ckopocthio 10 °C B MUHYTY 110
280 °C ¢ uCnoib30BaHMEM IJIAMEHHO-MOHM3AIMOHHHOTO JIETEKTOpa W Telusi B KadecTBE
MOJBIDKHOM (a3bl. B apyrux merogumdeckux pekoMeHmanusax [53] BaxHeimue (GeHUIITaHAMUHBI
PEKOMEHIYIOT pasneisTh Ha kKojoHkax tuma HP-1 mm6o HP-5 mmunoit 10-30 M, quamerpom 0.2-
0.53 MM, TommuHOM (a3er 0.1-0.5 MKM C HCIOIB30BaHHEM IPYroro TEMIIEPATypHOTO PEKHUMA:
HauvanbHas Temieparypa 60 °C, Bblep)Kka Mpu HadaabHOW Temmeparype B TeueHue 0.5 mMuHYyT,
HarpeB co ckopocteio 12 °C B munyty 1m0 280 °C u Bbiaepkka B TeueHne 30 MUHYT Tpu
JOCTUTHYTOM TeMmImeparype, TIe TaKKe IPUMEHSETCS IUIaMEHHO-MOHU3AlMOHHBIN JIETeKTOp HU
renvii B KadecTBe MoaBMXKHOUM (a3el. B [54] xpomaTtorpadupoBaHue MPOBOAUTCS C IMOMOIIBIO
konoHku tuna HP-5 (30M x 0.25 mm x 0.25 MKM) B pexume TepMocTara KOJIOHKH: HayalbHas
temneparypa 90 °C, BblIepKKa Hpy HAYIBHOW TeMIeparype B TeueHHe 1 MHHYTHI, HarpeB CO
ckopocthio 8 °C B munyty 1o 300 °C, Bbiaepkka B TedeHre 10 MUHYT IpU KOHEUHOW TeMIleparype
C HCHOJIb30BAHUEM MAaCC-CIIEKTPOMETPHUECKOr0 AETEKTOpa U Iejus B KauyecTBE MOABMKHON (a3bl.
Ouenp  xopouree  pasgeneHue  (eHWITaHAMUHOB  (Hampumep,  2,5-TUMETOKCU-4-3THII-
¢enermnamuia (2C-E)) u  comyTCTByIOLIMX COEAMHEHUH OBLIO JOCTUTHYTO Ha TOW Ke
xpomarorpaduyeckoir kosonke Turma HP-5 mmmuoit 30 M mpu criemyromeMm TeMIepaTypHOM
pekuMe: BbIIEp)KKAa Hpu HaudanbHOM Temmeparype 70 °C B TeueHue | MUHYTBI, HAarpeB coO
ckopocThio 15 °C B Mmunyty 10 295 °C u BeIIepkKa Ipu 3ToM TemnepaTtype 15 Mmunyt. B kauecTBe
raza-HOCUTENSI TIPUMEHSJICS Teluii co ckopocthio 1 Ma B munyty [67]. Merog I'X-MC namen
HIMPOKOE MPUMEHEHHUE W Ul ONpeiesieHUs] MPOU3BOAHBIX (DEHUIITaHaMUHA, U B OCOOEHHOCTH
coeauHeHuit 2C cepuu M HUX META0OJIUTOB, COJEPKAIIUX KApOOKCHIIBHBIE M THUIPOKCHIIbHBIC
IPYNIUPOBKH, B PA3JIMYHBIX OOBEKTaX OMOJIOTMYECKOT0 MPOMCXOXKIACHHUS, HAapHUMeEp, B IUIa3Me
kpoBu miu moue [1, 3, 7-9, 11, 12]. Xpomatorpaduueckoe pasjeieHne MeTabOJMTOB psijia
MPOU3BOJHBIX (DEHUIITAaHAMUHA MPOBOJUTCS Ha KANWUISPHBIX KOJIOHKAaX C TEMHU K€ THUIIaMU
HEMOJABIDKHBIX (a3 M MPaKTHUYECKHM B AaHAJIOTWYHBIX TEMIIEPATypHBIX peXHMax TepMocTara
KOJIOHKH.

[Momumo I'X emte onHuM 3¢ (HEKTUBHBIM METOJIOM pa3/ieieHUs], IHUPOKO TPUMEHSIOMUMCS
npu cye0HO-3KCIIepTHOM aHanu3ze, spisgercs BOXX. [ obecnieueHust mpoCTOTHI MPUTOTOBJICHUS
npoObl, HaWIydlledl BOCIPOM3BOAMMOCTH U OOHapy)XeHHs TpUd aHAIU3€ IPOU3BOIHBIX
(deHeTnIaMUHA PEKOMEHYeTCsl MCIIOJIb30BaTh XpomaTtorpaduio ¢ oOpaiieHHo# ¢a3zoil. Camoii
YHHUBEPCAIbHOW M MHOTO(QYHKIMOHAJIBHOW KOJIOHKOW SBJIIETCS KOJIOHKA, HAalOJHEHHas
CHJIMKarejaeM C MPUBUTBIMU OKTajelmibHbIMU TpynnaMu (Cig) [53, 54]. B xaduecTBe moaBuKHOU

(I)EBLI, KakKk TIIpaBHJIO, HCHOJB3YHOTCA CMECH BOAbI € MCTAHOJIOM WU AaAOCTOHUTPUIOM B
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M30KPAaTUYECKOM WM TPaJUEHTHOM pexuMax. JlJis mpoBeeHus aHaau3a onpeesieMble BEIeCTBA
pacTBOPSIOT B METaHOJE WU aleToHuTpuie, Y@ AeTeKTHpOBaHHE AHAJIUTOB OCYIIECTBISAIOT Ha
pasIMYHBIX JIMHAX BOJH B juama3oHe ot 210 uM mo 280 M. Ilpm HeoOxoammocTu
KOJIMYECTBEHHOTO ONPEIEIICHUsI KaXJOr0 aHAIWTAa IPOBOJAAT TIPAAyUPOBKY JAETEKTOpa IO
CTaHJApTHBIM 0o0Opa3laM MeToAaMu aOCOJIOTHOM I'paAyHpOBKM WM BHYTPEHHEro cranjpapra [53,
54].

Tak, B [53] pa3geneHue 3aMEIICHHBIX MO  AJKWIBHOM TpyNme MPOU3BOIHBIX
¢enmmyTanamuaa  (amderamuHa W Meram(peTaMHHA) PEKOMEHIYETCS  MPOBOAUTH  TIPU
M30KPAaTUYECKOM WJIM TPAAMEHTHOM SJIIOMPOBAHMM TMOJABWXHOW (a3oii MmeraHonm — Boaa ¢
ucrnonb3oBanueM (ocharnoro Oydepa (pH=2-3,2) Ha aHamuTHueckod KojioHke ¢ (azoit Cig
(mnametp 3epHa copOeHTa 5 MKM) jumrHOM 300 MM u guamerpom 5.0 mm. OOmiee Bpems aHaIM3a
cocrapisieT MmeHee 30 MUHYT TIpH JIFOOOM 3HAYEeHUHU TOTOKA moaBmkHOU (as3el ot 0.1 1o 2.0 mu B
MUHYTY.

J1st 3aMeneHHbIX 1o 0eH30JbHOMY KOJIbIly (peHmmTanamuHoB (MJIMA, 2 C-B, meckanuHa
U Jp.) PEKOMEHAYeTCS MPHUMEHSTh H30KPAaTUUYECKHH pEeXHUM DJIIIOUPOBAHUS M AHAJOTUYHYIO
KOJIOHKY, HO C MEHBIIIUM JAHUAMETPOM 3epHa copOeHTa (3 MKM), UTO MO3BOJISIET JOOUTHCS BBICOKOM
3¢ (HEeKTHBHOCTH pa3/ielcHHs Ha OoJiee KOPOTKOM KoJoHKe (150 MM) M COKpATUTh BpeMs aHAIIU3a JI0
10 munyT. B kagecTBe moaBMXHOM (as3wl Mcnonb3yercs MeTanou - 10 MM ¢opmuara aMmmMoHUST B
kauectBe Oydepa (pH=3.5) B coorHomenuu 28 : 72; moTOK MOABMKHOM (azbl 0.8 M1 B MUHYTY
[54].

Unentudukanus coenuHeHnit B 000MX CIOydasx OCYIIECTBIISIETCS 10 BpeMEHaM
yaepxxkuBanus v ux Y @-cnekrpam [53, 54].

B2XX-MC-MC — 53710 »(¢eKTHBHBI METOA MOATBEPKAAIOLIEr0 aHaiu3a, KOTOPBIN
couetaeT B cebe (QyHKIMH pazaeneHus oObiuHON BDXKX ¢ HeTeKIMOHHBIMH BO3MOXKHOCTSIMH
TaHJAEMHOI'O0 Macc-CIEeKTPOMETpa, YTO CYIIECTBEHHO IIOBBIIAET H30UpaTenbHOCTh. Huskue
npeJenbl 1eTeKTUPOBAHUS ATOI0 METOa MO3BOJISIIOT MPOBOJUTH aHAIN3 OCTATOYHBIX KOJHMYECTB U
TaKUX OHMOJOTHYECKHX OOpa3IoB, KaK KpPOBb M BoJoOChl. OO0janas MUHHUMAaJIbHBIMU MpeneilaMu
oOHapyxeHus: u u3dupatenbHocThio, BOXKX-MC-MC npurozes kak I KaueCTBEHHOTO, TaK U
JUISL KOJIMYECTBEHHOTO OINpEENIEHUs] KOMIIOHEHTOB B M3BATHIX MarepHajlaXx M OHOJIOTMYECKUX
oOpas1ax, B TOM YHCJIE TIPU TPOBEICHUH OBICTPBIX CKPUHHUHTOBBIX MUCCIICIOBAHUM OOJBIINX MAPTHI
oOpasioB. [Ipumep Takoro CKpUHHMHTOBOTO METOJAA pa3lielieHHss MeHee 4eM 3a 8§ MHUHYT U
uACHTU(DHUKAIIMN CeMHU 3aMeIICHHBIX (DeHUIITaHAMUHOB TpuBeieH B [54]. XpomarorpadupoBanue
MIPOBOJIUTCS MPU KOMHATHOM TemrmepaTrype Ha KosoHke ¢ ¢a3zoi Cig (75 MM X 4.6 MM X 3.5 MKM)
MyTeM TPAJAMEHTHOTO 3JIIOMPOBAHUS CO CKOPOCThIO MoToka 0.6 M1 B MUHYTY MOJABHKHOHN (a3oif

Bosia — aneroHuTpui (95:5), 0.1% p-p mypaBbHHOI KUCIOTHI (A) - aneToHUTpHI — Boja (95:5),
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0.1% p-p mypaBbuHOIi kucaoThl (B) o cnenyromeit nporpamme: ucxoansie ycious 90% A : 10%
b, BeIepkka 2 MUHYTHI; 3aTeM JuHeHHbIN rpaguedt 90% A : 10% B no 60% A : 40% b 2-7 munyr,
3aTeM BBIIEP)KKAa B TedeHHe 2 MUHYT. MeToa Macc-CIeKTPOMETPpUH C  HOHU3AIel
AIIEKTpPOpacHblIeHHEM (MypaBbHHAsh KHCIOTa B OTOM ClIydae MCIONb3yeTcss B KadecTBE
WOHU3MPYIOIIETO areHTa) B PEXUME MOJOXKUTEIBHO 3apsHKEHHBIX HOHOB YCICUIHO ObLI
UCITIOJIB30BaH JIJISl KAQUYECTBCHHOTO M KOJIMYCCTBEHHOTO OIPEICIICHUS CEMU aHAIUTOB (pEXHUM
MOHHTOPHHTa MHOKECTBEHHBIX peakuuii (MRM)).

UK-cnekrpockonus ¢ Dypbe mpeodpazoBanuem (MKCDIT) mmpoko HpUMEHSIETCS IS

Ka4eCTBEHHOTO, a B IMOCIEAHEC BpeMsl W JJs KOJMYECTBEHHOTO OIPEICIICHUS U H3y4YCHHUS
CTPYKTYpbl HEKOTOPBIX 3aMEIIEHHBIX (PeHUIITaHAMUHOB. Tak, HanpUMep, CHHTETUYECKUI KaTHHOH
MedenpoH ObLT OJTHO3HAYHO UJICHTU(HUIIMPOBAH HA OCHOBAaHMHM ero yHukanbHoro MK-crektpa [54,
68]. Anmamu3 ¢ nomompio MKC®II MoxeT OBITh Ype3BBIYAHO IOJIE3HBIM METOJOM OBICTPOTO
CKPHHMHTA TaOJETOK W TOPOMIKOB, MPEJOCTAaBISAs JaHHbIE 00 OXHOPOJHOCTH TaOJETOK WU
HAIUYUU CMeIaHHbIX napTuid. CylIecTBEeHHBIM HEIOCTaTKOM JTOr0 METoJa  SIBISETCS
HEBO3MOKHOCTh MACHTH(PHUIIMPOBATH LEICBON aHANUT (AHAIUTHI) U3 CMeCH 0e3 MpeABapUTEIHHOTO
BbIJICTICHUSI.

SAMP cnekrpockonust — 3T0 3 PEeKTUBHBIA aHATUTUYECKUN METOJ, KOTOPhI MOXET OBITh

WCIIOJIB30BaH JUIsl YCTAHOBJICHUSI MOJICKYJIIPHOM CTPYKTYPHI M OIPEACIICHUS] CTETICHH YUCTOTHI
pa3MuYHBIX MO0 CTPYKTYpe COEAMHEHMH Kiacca ¢eHwnTaHamMuHOB [54, 69]. [lonnas
UACHTU(DUKAIIMS MOJIEKYJIbl MOXET ObITh ompeaeneHa ¢ mnomombpo AMP-skcniepumeHTOB,
BKJTIOUAIOIINX OJHOMEpHBIE CreKTpsl mpotoHa “H u yrmepoma *C u KoMOMHAIMIO IBYMEPHBIX
KOPPEJAIMOHHBIX dKcnepuMeHToB, B dacTHOCTH NOESY (cmektpockomus smepHoro 3¢dexra
Ogsepxaysepa) u HMQC (rereposiiepHas MHOTOKBAHTOBAsI KOPPEIISALINSA).

Xots SAMP cnekrtpockonus SIBIS€TCS MOIIHBIM METOJOM JUIsl YCTAHOBJIEHUSI CTPYKTYpbI
OPTraHWYECKUX COCIMHEHUM, OHAa HMMEEeT OTrPAaHMYEHUS TPH aHAIU3e OMOJOTHYECKUX TIPOo,
MHOTOKOMITOHEHTHBIX CMECEH U CJICIOBBIX KOJIMYECTB BEIIECTB, MOCKOJIbKY JIJIsl aHAu3a TpedyeTcs
0OJbIIOE KOJMYECTBO AHATUTOB. OTH OrPAaHUYEHHS B COYETAaHUU C BBICOKOW CTOMMOCTBIO
000py/lOBaHUsI CEPbE3HO OrPaHUYIIM pacmpocTpaHeHue mnpudbopoB AMP B skcmepTHBIX
nabopatopusix. B OKCHEpPTHBIX M  TOKCHUKOJOTUYECKHX JIA0OpATOPHSIX, 3aHUMAIOUIUXCS
uccienoBanreM HC, MCUXOTPOMHBIX M MCUXOAKTUBHBIX BEMIECTB, XpoMaTorpaduieckue m macc-
CIIEKTPOMETPUYECKUE METOJbl HUCIOJb3YIOTCA B KayeCTBE CTAHAAPTHBIX METOAOB  JJIA
UACHTU(DHUKAIIMHN CTPYKTYPHI U AuQdepeHIInanud 130MepoB, 01arogaps UX BBICOKON HaJEKHOCTH,
BO3MOYKHOCTH Pa3/ICIICHHsI COSTUHEHUN B CMECH TPH JECTEKTUPOBAHUY B HU3KUX KOHIIEHTPAITUSX.

Kannmnsapuserit anexrpodopes (K3), kak m BDXKX, He BrIOUaeT cTaguu MONTYICHUS

MPOU3BOJAHBIX W OKCTPAKIHNU, TOITOMY Ui aHAJIM3a HECKOTOPBIX 3aMCIICHHBIX (I)CHI/IJIBTaHaMI/IHOB
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(amperaMHHOB, METaM(pETaAMHHOB M UX IPOU3BOJIHBIX) MOXKET OBITH 00Jice MPEAIOYTHTENICH, YeM
I'X. B otimmune ot BOXX, KD obecnieunBaeT 60siee BRICOKYIO CTEIICHD pa3pelIeHUs aHATUTOB, YTO
COKpalllaeT BpeMs IpoBeAeHUs aHaiu3a. [IpuMeHeHne KanmuisipoB ¢ AMHAMUYECKUM HOKPBITHEM
NPUBOAUT K CYHIECTBEHHOMY IOBBIIICHUIO TOYHOCTH, NMUKOBOW 3((PEKTUBHOCTH M COKPAIICHUIO
BPEMEHHU pa3JIeJIeHUs] aHAJUTOB IO CPABHEHUIO C COMOCTAaBUMBIMH METO/JaMH, B KOTOPBIX
UCTIOJIB3YIOTCS KalWJUIApBI 06€3 MOKpbITHs. KpoMe Toro, mpuMeHeHne KalwiIsipoB ¢ JMHAMUYECKUM
HOKPBITHEM ITO3BOJISICT IIPOBECTH OBICTPBIN XUPaIbHBIN aHaIU3 IpoObI [53].

B [70] ycnemHo npuMeHstoT 30HHBIM KD nis pasgeneHuss HEKOTOPBIX 3aMELEHHBIX I10
ankwibHOW Tpynne ¢eHmwmdTaHaMuHoB (MIA, MIAMA, sdenpun u np.). Ux uaentudukams
OCYILECTBIIICTCSI 110 BPEMEHM yAep>KUBaHUSA U Y D-clieKTpaM, 3aperucTpUPOBAHHBIM C MOMOILBIO
Y®-nerektopa ¢ guomnou wmarpuuend (190-350 um). Meronq KD B coderammm ¢ wmacc-
CHEKTPOMETPUYECKIMH 3KCIIEPUMEHTAMH YCTICUTHO MPUMEHSETCS ISl n3ydeHus: Merabonusma 2,5-
JTMMETOKCH-4-1i010-B-peneTmiamuta B Moue Kphic [8].

HecmoTpss Ha HekoTopble npeumymiectBa, KO ManonpumeHMM B CyIeOHBIX M XUMHKO-
TOKCHKOJIOTMUYECKHUX J1a00paTopusiX U3-3a OTPaHUYEHHUs €ro MCIOJb30BaHUA [UId 00pa3loB, IIOXO
PaCTBOPAIOLIMXCS B BOJHBIX WM Pa30aBICHHBIX BOJHO-CHUPTOBBIX PACTBOpax, a TaKXKe M3-3a
HEBBICOKOH YYBCTBUTEIBHOCTH PETHCTPHPYEMOTO B KANMUIIPE CHUTHAJIA OJiarogapsi Majioi JUTHHE
ONITUYECKOTO IYTH.

1.3.3. Memoowl onpeoenenusn
N-(2-3amemennvix)oenzun-2-(0umemoxcugenun) I manamunos

B nacrosimee Bpemsi HamOojiee paclpOCTPAaHEHHBIMH Ha MHPOBOM HEJETATIbHOM DPBIHKE
HIIC cpenn coeauueHuii kiacca (eHWIdITaHAMUHOB sBisitoTcs  N-(2-3aMerneHHbIe)0eH3MII-2-
(mumetokcudenmn)stanamunbl  (maee - NBX), u B ocobennoctd N-(2-mMeTokcHOEH3MIT)-2-
(mumeTokcudennn)ITaHaMUHbI - coenuHenus cepud NBOMe ¢ kimaccuyeckuM 2,5-TUMETOKCH- 1 4-
rajJloreH-3aMenieHieM B (EHWIBbHOM KOJble (EeHWIdITWIBHOIO (parMeHTta Mosekyisl (25B-
NBOMe u nap.). [losBuBmce B He3akoHHOM 000poTe B 2011 romxy, orn 1o 2015 rona He SBISINCH
B Poccun oObeKkTaMM aHAIUTHYECKOTO KOHTPOJIS, B CBS3M C Y€M OTCYTCTBOBAJIM KakKue-JInOo
HKCHEPTHBIE METOJUKU WX ONpeAeTeHUs, MO3BOJIAIOUINE HACHTU(QHUIHUPOBATH 3TH COEIUHEHUS
METO/IaMH, TPAJUIIMOHHO UCTIIOIh3yEMBIMU B DKCIEPTHBIX JTaboparopusix. Jlonroe Bpems CBeACHUS
o coenmnHeHnssx NBOMe u ux uneHTH(PUKATOPHI MPUCYTCTBOBAIIM TOJIBKO B HAYYHOW JTUTEpAType U
OTPaHUYMBAIHNCH OMMCAHUEM MX CHHTEe3a U (apMaKoJIOTHYECKOH aKTMBHOCTH, a aHAJIUTUYECKHE
CUTHAJIBI HEKOTOPBIX U3 3THUX COCTUHEHUH ObUIM MpeACTaBJIeHbI JHUIIb criekTpamu SAMP, xotopsie
MPAKTUYECKH HE HCIonb3yloTes aHanutukamu [19, 71]. IlepBbie 3apyOexHble MTyOJIMKaIHUH,
MIOCBSIIICHHBIC aHATN3y 00beKTOB, cojaepxamux NBOMe u HekoTOpble ero aHaJIOTH, TPUXOJIATCS

Ha 2013-2014 rr [23, 25, 34, 37-39].
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Coenunenus rpynnsl NBOMe saBrnsitorcest HanbOomnee H3y4eHHBIMH Cpelid BCeX U3BeCTHBIX N-
OeH3mI3aMellleHHbIX. /{11 MHOTHUX M3 HUX B HACTOsIIEe BpeMsl UMEIOTCS aHAJTUTUYECKHUE TaHHbIE B
Bune SIMP- u UK- cnekTpoB, Macc-CHEKTPOMETPHUYECKUX JaHHBIX, B TOM YHCIE BBICOKOIO
paspemenust [21, 23-25, 28, 31-34, 37-39]. B MeHbIel cTeneHW B JIUTEPAType BCTPEUAIOTCS
aHajMTU4ecKue cBeaeHus st coenunenuit cepuit NBMD [39] u NBOH [21, 43]. Tak, Tosibko st
enquHCTBeHHOTO  mpeacTtaButTens rpynnsl  NBMD, coemmnenuss  251-NBMD,  Bnepssie
oOHapyXeHHOI0 Ha HeJeragbHoM pbiHKEe B 2012 romy, uMeroTcs Macc-CHEKTPOMETpUUYECKHe
nanuele, nonydeHHsle MetonoM ['X-MC u BOXX-MCBP ¢ wucnons3oBaHueM HCTOYHHKOB
nonmzanuu U3 u UDP [39]. [lanHble, MOATBEpKAAIOIIUE CTPYKTYPY COeIuHEHUi, B Buae SIMP
CIIEKTPOB M OCHOBHBIX cHTrHaaoB MD-MC, onybnukoBaHbl s 2-(4-6pom-2,5-1umMeToKCcHuBEHIT)-
N-(2-ruapoxkcruOeH3 )3 TaHaMHUHA (25B-NBOH), N-(2-rugpokcubensmn)-2-(4-ion-2,5-
JTUMETOKCU(EHMIT )dTaHAMUHA (251-NBOH), N-(2-runpoxcudensmn)-2-(4-unano-2,5-
numeTokcudenmn)stanamuia (25CN-NBOH) [21, 43]. OnHako aHaIMTHYECKUX XapaKTEPUCTHK B
BUJIE XpOMaTOrpauuecKux MmapamMeTpoB YACpPKUBAHUS U MOAPOOHOM MacC-CIIEKTPOMETPUUECKOM
uH(pOpMaIi1, O3BOJIAIONIEH JOCTOBEPHO UACHTU(DUIIUPOBATH 3TU COCIUHEHUS, B JIUTEPAType HE
Haiineno. Eme menee usydennl N-(ranmoreHoOeH3uiI)3amelleHHbIe (DEHUTIITAHAMHUHBI CEMEWCTB
NBF, NBCI u NBBr. Tak, uMEIOTCSI JHWIIb CIMHUYHBIC JIATCPATYPHBIC CBEICHUS,
xapakrepusywome  2-(4-0pom-2,5-numerokcudennn)-N-(2-gpropoensmn)aranamun  (25B-NBF),
25C-NBF, 25I-NBF u ux meta®onuthl B OpraHu3Me 4ejOBeKa, MOJIYYeHHbIE C MCIOJIb30BaHUEM
METO/Ia JKUJIKOCTHOU Xpomarorpadur-Macc-CrieKTpOMETPUH BBICOKOTO paspemieHus [41, 42]. s
npejactaButens cemeiictea NBOMe (F), coemaunenus 2-(4-6pom-2,5-numeroxcudenmn)-N-(2-
(rpudTopmerokcu)oensmwi)aTanamuaa  (25B-NBOMe  (F)), wumeroTcs  JgaHHBIE 1O €rO
UCHTU(UKAIMY, BKIIIOYAs CIIEKTPHI SIIEPHOI0 MarHUTHOTO Pe30HaHCa, TeMIepaTypy MJIaBlIeHUs U
Mmacc-ciekTpel 13, mpenacraBineHHble B IM(PPOBOM BHJE, YTO HEAOCTATOYHO MAJS JI€TAIBHOTIO
CPaBHUTEIBLHOIO aHAJIN3a COSAMHEHHH ¢ TOX0KeN CTpyKTypoii [21].

Jlns  xadectBeHHOro ompezaeneHuss OonpimmHcTBa HIIC, B TOoM wumcme u  N-((2-
3aMeIIeHHBIX )0eH3 M) (PEeHUIITAHAMIHOB, KaK IPaBUJIO, TPAJULMOHHO mpumeHsercs meron ['X-
MC, nns CKpUHMHTa ¥ KOJMYECTBEHHOW OIIEHKM — METOJ JKUIKOCTHOH Xpomarorpapuu —
tangaemMHol Mmacc-criektpomerpun (PKX-MC/MC) ¢ ucnonb30BaHMEM TPOWHBIX KBaJAPYIOJIbHBIX
(QQQ) wmacc-ananuzatopoB. CpaBHUTEIBLHO HEJABHO TOJIYYMI TOMYJISIPHOCTH METOJ Macc-
cnekTpoMmeTpun Beicokoro paspemeHuss (MCBP) B coueranuu ¢ I'X mmm XX, Onaronmaps cBoeit
CHOCOOHOCTH TOYHO H3MEpPATh Macchl U paboTaTh B pexXuMe KoMIulekcHoro monHoro MC u
MC/MC ckaHUpOBaHHS, YTO TIO3BOJMJIO YCTAHABIMBATH HAIWYHE HOBBIX IIPEICTABIISIONINX
WHTEpPEC aHAIUTOB B 00pa3lax WM OMOJIOTMYECKHX MaTpHuIax 0e3 HeoOXOIUMOCTH TOBTOPHON

9KCTPAKIMHA W IMOBTOPHOI'0 aHAJIM3a IMPU NPUMCHCHHU LCICBOr0 WJIIM HCLCIICBOTI'O CKpPUHHHTA. B
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obmem cirydae tanaemubie (MC/MC) skcnepumMenTsl nion aevicteueM JIUC, mo3Bonuiam u3ydarhb
dbparMeHTaluoo C IeNbl0 BBIICHEHHS mpennonaraeMoi crpykrypsl HIIC ¢ mocnenmyromuym
noaTeepxkaeHrueM MetooM AMP- win K- ciektpockonuu. Beicokasi CETEKTUBHOCTh PE3YJIbTATOB
aHaJIM3a W HAJCKHOCTh WACHTU(DUKAIMH OOECTIeUMBAETCS 32 CYET MOHUTOPUHTA KOMOWHAIIUU
[IapaMeTPOB: BPEMEHU YJIE€P/KUBAaHUs AHAINTA, 3HAYEHHS MacChl COOTBETCTBYIOIIETO AHAJIUTY HOHA-
MpeIeCTBeHHNKA, 1 3HAaYeHUI Macc 00pa3yroluXxcs U3 Hero B pe3ylibraTe (parMeHTaluu MOH-
nponyktoB (MC/MC-cnektp). Hambonee WHTEHCHBHBIE HWOH-TIPOAYKTHI HCIONB3YIOTCSA JIS
KOJIMYECTBEHHOT'O OIPEAEICHUS AHAIUTOB I0CJIE€ T'PAJIyHPOBKU JIETEKTOpa C HCIIOJIb30BAaHUEM B
KaueCcTBE BHYTPEHHUX CTaHAAPTOB JCHTEPUPOBAHHBIX aHAJIIOTOB OIMPEACIIIEMbIX COCTUHEHU.

Haubonee pacnpoctpaneHHbIM Iipu onpenenenun coenunenuit cepun NBX ocrtaercs meron
I'’X-MC, 3a HCKJIIOYEHHEM CIIy4aeB OTCYTCTBHS CIPAaBOYHBIX JIaHHBIX O Xpomarorpaduyeckux
napameTpax yIep>KUBaHUS M Macc-CHEKTpax coeauHeHuil. Tak, B OJHOW M3 MEPBbIX MyOIMKaIMil
no ompenenenuto coeauneHuit 251-NBOMe u 251-NBMD npemiaraercss xpomarorpagupoBartb
yYKa3aHHbIE aHAIUTHI C UCHONb30BaHWeM KojoHku Tuma HP-5 (30 m x 0.25 mm x 0.25 mMkMm) nipu
CIIEYIOIINX YCIIOBUSAX: HadyalbHas TeMiieparypa 75 °C; BelaepKKa Mpy HayalbHON Temmneparype 1
MUHYTa, HarpeB co CKOpocThio 25 °C B munyTy 10 280 °C, BhIAEPKKA PU KOHEYHOH TeMIepaType
20.8 MHHYT C HUCIOJB30BAHHEM MAaCC-CIIEKTPOMETPUYECKOTO JETEKTOpa M TEIHs B KauecTBe
noABmwKHOM ¢a3el [39]. [pyrue aBTOpBl PEKOMEHIYIOT HPOBOAUTH pasiencHue psga N-(2-
METOKCHOEH31I)-2-(2,5- 1MMeTOKCH(EHMIT)ITAHAMUHOB c pa3IUYHBIMHU JTUTIO(UILHBIMHU
3aMECTUTENIIMU B TOJNOXKEHUH 4 (QeHWdTUIBbHOrO ¢parMeHTa MOJEKYNbl  (AJIKWIaMu,
THOAJKWJIAMH, TaJOreHaMH) M WX PErHOM30MEpPOB Ha KamWUIAPHOW KomoHke Ttuma HP-1 ¢
aHAJIOTUYHBIMH TTapaMeTpamu, HO Oosiee BhICOKOU HadanbHOU Temneparypoit (100 °C) u MeHbIei
ckopocTthio HarpeBa (6 °C/mun.) [37]. B pabote [50] mns xpomarorpadudeckoro pasiaeieHus
HekoTopeix  coenuneHnit NBOMe, takux kak 3,4-mumerokcuamdperamun-NBOMe, 4-
meTmMeramperamua-NBOMe, 5-APB-NBOMe u ap. Takke ycHemrHo ObUIa HCIOJIb30BaHA
KamwuisipHass kKosjonka Tuna HP-1 npu waganpHOl Temmepatype Tepmoctara 80°C
nocjaeAyomuM nossinieHueM temmnepatypsl 10 280°C co ckopoctsio 15°C B muHyTy. bonee
MO3JHUE MYONUKAIUU TakKKe PEKOMEHAYIOT TMOJAO0OHBIE YCIOBUS  XpomarorpadupoBaHUs C
HCIIOJIb30BaHUEM XpoMaTorpaguueckux kosoHok HP-5 mnu HP-1 npu macc-criekrpoMeTpuiyeckoM
nerextupoBanuu coenunenuit NBX [72, 73].

[Ipumenenue METOaa I'X-MC IS uAeHTU(DUKAITIH N-((2-
3aMeIEeHHBIX )OeH3MI )(PEHIIITAHAMIUHOB HE JaeT TOJOKUTEIBHOTO pe3yiabTaTa MPH OTCYTCTBUH
CIIPaBOYHBIX JAHHBIX O MAacC-CIIEKTpax coenuHeHuid. [103TOMy B TakuxX ciaydasx HCIOJIb3YIOT
KOMIIIEKC METOJ0B CTPYKTYPHOTO aHaIM3a, BKItouas, Hanpumep, AMP cnekrpockonnro 1 MCBP,

C HOCHCILYIOH_Ieﬁ HHTepHpCTaHHCﬁ JaHHBIX. CnenyeT OTMCTUTD, YTO JAaHHBIC 00 ucrnonbp3oBanuu ['X
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B couetannu ¢ MCBP st ananusa HIIC, B Tom uncne u coequnenuit cepun NBX, BcTpeuaercs B
HAay4YHOW JINTEpaType CPaBHUTEIBHO peaKo. Tak, aBTOpbl [74] cooOumim 00 HCIOIh30BaHUU
TaHAEMHOW  KBaJpYHOJb-BPEMSMPOJIETHON  Macc-CIeKTPOMETpUM  HAa  OCHOBE  Ta30BOM
xpomarorpaguu ¢ XMMHUYECKOW HOHHM3AIMEeNd NMPH aTMOCHEpHOM J[ABICHUU JUIS OOHAPYKEHHUS
CJICZIOBBIX KOJMYECTB IMPOU3BOAHBIX (heHMWIdTaHaMuHa (MedenpoHa, METHIOHA M Jp.) B KPOBHU
oBerl. Psn crateil ObUIM TOCBSIIEHBI YCTAHOBJICHHIO CTPYKTYPbl HOBBIX CHHTETHYECKHX
kaHHaOMHOU OB ¢ uctosnb3oBanueM I'X u KX B coueranun ¢ MCBP [75, 76]. B [73] coobmiaercs
00 wupentupukammu HIIC puxyopomana ¢ TOMOINBIO METOJA TaHIEMHOW KBaIpyIOJb-
BPEMSAIIPOJIETHOW Macc-CIEKTPOMETPHH Ha OCHOBE Ta30BOM Xpomartorpaduu, CTpyKTypa KOTOPOTO
ObLIa HE3aBUCUMO ToATBepxkAeHa MeToioM SIMP-cnekrpockonuu. Takke komOuHanus ['X u KX B
COYETAaHMM  C  TaHAEMHBIM  KBaJpPYHOJb-BPEMSIPOJETHBIM  MacC-CHEKTPOMETPUUECKUM
JETEKTUPOBaHWEM  ObUIa MHCIIOJIb30BaHA IPU YCTAHOBJIEHUU CTPYKTYphl coeauHeHus 2,4,6-
TMPEA-NBOMe [51].

Korna nenesoit ananut NBX npucyrcTByeT B OMOIOrHuecKoil MaTpuile, €ro KOHIIEHTPAIHs,
KaK MpaBWJIO, OY€Hb HH3Kas, yTO TpeOyeT 3(PPEeKTUBHON AIKCTPAKIUK MPHU UCHOIH30BAHUU MAaCC-
CHEKTPOMETPHUH BBICOKOTO pa3pellieHusi Ha OCHOBE METofa ra3oBoil xpomartorpaduu. B cBs3u c
3TUM Ui ONPEAENICHUS CIENOBbIX KOJMWYECTB LIENEBBIX COCIMHEHUI B OMOJIOrMYECKHX O00pa3lax
IIMPOKO MPUMEHSIOT METO]] YIIbTPAaBBICOKOd(PPEKTHBHOM KUAKOCTHOH XxpoMaTorpaduu (YBIXKX)
B COUYCTAaHUM C KBAJAPYIMOJIbHONW BPEMSMPOJIIETHON Macc-CIEKTPOMETPHEH, KOTOPBIM 3a4acTyio He
TpeOyeT SKCTpakuuu W JaepuBatuzauu [23, 24, 32, 34, 41, 42]. DT0T MeTOA OTIUYHO cebs
3apeKOMEH/IOBAIT U TIpH BbIsicHeHHH CTPYKTYp N-((2-3amernieHHbIX )0eH3MT)eHUIITaHAMUHOB. Taxk,
HaripuMmep, B [28] cooOmaercss 00 ycTaHOBIEHMH CTpYKTypbl coenuHenus 25C-NBOMe c
nomouipto YBOXX ¢ Macc-cieKTpOMETpUYECKUM JAETEKTUPOBAHUEM BBICOKOTO DPAa3pELIEHUS C
MIPOBEICHUEM TaHJEMHBIX YKCIIEPUMEHTOB U U3MEPEHNEM TOYHOI Macchl, a Takxe MeroaoM SIMP-
CHEKTPOCKONUU. BpICOKasi TOYHOCTH M BO3MOXKHOCTH KBaAPYINOJIb-BPEMSANPOJIETHBIX Macc-
CHEKTPOMETPOB C HCTOYHHMKOM HOHHM3ALMU JJIEKTPOPACIBIJICHUEM HAa OCHOBE JKUJKOCTHOM
xpoMmaTorpaduu Mo3BOJIMIN OMPEEIUTh MOJEKYIIPHYIO MAacCy U YCTAaHOBUTH CTPYKTYPY APYroro
npeactaButens  N-((2-3amerennbix)oensmn)penmmranamuaos - 251-NBMD  [39]. B [77]
coo01aercsi 00 yCTaHOBJICHUH CTPYKTYpHI emie 14 coenunennii cepun NBOMe onvicaHHBIM BBITIIE
METOJIOM.

Cnenyer oTMeTUTh, 4TO HekoTopble mpeacraBurenu N-((2-3amerieHHBIX)OEH3MII)
(dbeHWIITaHAMUHOB, Kak, Hampumep, coenuHenuss cepun NBOH, sBasiorcs TepMudecku
HEYCTOWYMBBIMH, YTO JIeJIa€T HEBO3MOXHBIM UX omnpeaenenue merogom ['X-MC [78], B To Bpems

KaKk MCTOA MAacCC-CIICKTPOMCTPHHU Ha OCHOBC )KI/I}IKOCTHOI\/II XpOMaTOFpa(i)I/II/I JIJUIIICH OJTOTI'0
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HEJOCTaTKa W SIBISETCS TMOIXOSIIMM IS WACHTU(DUKAIMH W YCTAHOBIEHUS CTPYKTYpPHI 3THUX
coenuHeHui [79].

Jiis OpicTporo aHanu3a OMOJIOTMYECKUX, CYACOHBIX U 3KOJOTHYECKUX 00pa3lioB B CIOKHBIX
MaTpUIlax B HEKOTOPBIX CIIydasX MCIOJB3YIOT METOJ MAacC-CIIEKTPOMETPUH  HOHHOTO
IUKJIOTPOHHOTO pe3oHaHca ¢ npeodpasoBanuem dypre (MC-UIIP T1dD). Tak, Hanpumep, aBTOPHI
[80] ¢ momomisto metoga MC-ULIP TI®, ycraHoBUIM NMPUCYTCTBUE B 00pa3liax HE TOJIBKO CaMUX
coemuaeHuit 25B-NBOMe, 25C-NBOMe u 251-NBOMe, HO ¥ TPEANOIOKUIA HATUYUE OTHOTO
U30Mepa KaKI0ro U3 aHAITUTOB, COJIEPIKAILET0 B CTPYKTYpE MEPBUYHYIO AMUHOTPYIIILY.

Kak yxe ormeudanocs, MK-cniekrpockonus, Hapsaay ¢ SIMP-criektpockonue, mpuMeHsercs
B KaueCTBE MOJATBEPKIAIOIET0 METOAa IIPH YCTAHOBJICHUN XUMHUYECKOM CTPYKTYphl COEIMHEHUH, B
toMm yncie u N-((2-3amerieHHbIX )0eH3m)heHrmIITaHaMUHOB. Tak, HalpUMEp, 3TOT METOJI YCIIEITHO
UCIIOJIb30BasICs aBTopamu [81] i MOATBEpkKICHHUS XUMHUYECKOH CTPYKTYphl peruonzomepon 251-
NBOMe u 25I-NBBr. [locTtaTro4Ho MOIMyJISPHBIM MOATBEPKAAIOMIMM METOJ0M Ha ocHoBe MK-
nerekrupoBanus (MKJI) npu onpenenennu GenuadTanamMuaoB sBisgercs meton I'X-UK] [5, 82,
83]. C momoIpi0 3TOro Merojga ObUTH TMOATBEPXKACHBI XMMHUYECKHUE CTPYKTYPHI MO3UIIHOHBIX
M30MEpPOB  JIBYX TIpynn  (EHWIdTaHAMUHOB  (AUMeTOKcHaM(peTaMUHOB u  4-6pom-
nuMeTokcuaMmperamuuoB) [5, 82], a Tawke perumomsomepoB 1o N-OCH3MIBHOMY (QparMeHTy

coenunenuit cepuit 25C-NBOMe u 251-NBOMe [83].

1.4. [lo3unmonnbIe H30MePbI (PErHoN30Mepbl) HEKOTOPBIX
N-(2-3ameneHHBIX)0eH31I-2-(IuMeTOKCHpeHnT)ITaHaMIHHOB. MeToabl nx quddepeHuuannm

Jns  N-OeH3mI3aMelIeHHBIX JTUMETOKCH(EHHIITAHAMUHOB —XapaKTepHA CTPYKTypHas
U30MEpUsi, CBA3aHHAs C PA3JIMYHBIM MOJOKEHHEM JBYX METOKCHIPYII B OCH30JbHOM KOJIBIIC
(EHMIATHIBHOTO (PparMeHTa MOJICKYIIbI, & TAKIKE H30MEPHSI TOJIOKECHUS PYHKIIMOHATIBHOM TPYIIITBI
B OeH301bHOM KoJibIle N-OeH3MIBHOTO (pparMeHTa MOJIEKYIIHL.

AnHanu3 myOnuKanuii mokasai, 4To M3ydeHue Bompoca auddepeHmmanmyu u3oMepHbix N-
OCH3WII3aMEIIICHHBIX JTMMETOKCH(EHUIITAHAMUHOB OBLJIO COCPEAOTOYEHO JIMIIL Ha Cliy4ae
peruonzomepun B N-OeHzunbHOM (pparmente. Tak, Hampumep, TOCTATOUYHO MOAPOOHO OMMMCAHBI
NO3MIIMOHHBIE H30Mepbl cepur NBOMe, coxpepikamiyie pa3iuyHbIe TallOTCHBI, alKHIIbHbIC
3aMECTUTENH, HHUTPOTPYIIy M CepycoJep)Kallhe alKWIbHbIE 3aMECTHTENM B IIOJIOKCHUU 4
dermmTHABHOTO (hparmenTa Mosekyisl: 251-NBOMe, 25N-NBOMe (N-(2-metokcubensm)-2-(4-
HUTPO-2,5-mumeTokcudpenmn)stanamut), 25E-NBOMe  (N-(2-metokcubensmn)-2-(4-3tun-2,5-
nuMmerokcudenmi)stanamut), 25T4-NBOMe  (2-(4-uzonponwmitno-2,5-aumerokcudennn)-N-(2-
METOKCHOCH3MII)3TaHAMUH) U JP., U1l KOTOPBIX NPE/ICTaBICHBI MAaCC-CIIEKTPOMETPUYECKUE TAaHHBIC

[37, 38, 81, 83-86] u 3HaueHus razoxpoMatorpaduuecKux HHIACKCOB yaepxkuBanus [85]. Jlms
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peruonszomepoB 251-NBBr omy0nmMkoBaHbl aHaTUTUYECKHE CBEIEHHUS B BHJE Macc-crieKTpoB KD,
HK- u SIMP- cnektpoB, mo3Bosstonye auddepeHiimanupoBarh 3TH MO3UIMOHHBIE n30Mephl [81,
87]. B HenmaBHel nyOMMKalMK JUIS 3aMCIIECHHBIX (METOKCH(EHMI)ITaHAMUHOB OIMCHIBACTCS
MHTEPECHBI BapHaHT pErHoM3oMepur B OeH3zonbHOM Kojble N-OeH3wibHOro (parmenta,
COJIepKAIETO JIBE METOKCH-TPYIIBI W 3aMECTUTENIb TaJoreH (Tak Has3blBaeéMble MHBEPCHOHHBIC
anamord N-(2-3ameneHHbIX )0CH3MII-2-( TMMETOKCH(EHMI)dTaHAMUHOB), Uit  auddepeHnnaym
KOTOPBIX UCIOJIB3YIOT Macc-criekTpsl D [88].

Opnako ciydair audQepeHuanuu MO3UIMOHHBIX HW30MEPOB IO TIOJIOKCHHIO JBYX
METOKCHrpynn B (eHWwdTWIbHOM  (parmente  Mojekynbl  N-(2-3amerieHHbIX )OeH3MII-2-
(muMeTOKCH(EHWIT)ITAHAMUHOB C HCIOJIBb30BAaHUEM KaKOro-iMbo MeTo/a aHaiM3a B HaydyHOMH
JauTepaType B MPHUHIIMIIE HE pacCMaTpUBAJCs, BKIIOYas JaKe€ CAMYIO PACIPOCTPAHEHHYIO CEpPHUIO
NBOMe. B »3TOM KOHTEKCT€ CTPYKTYpHOH H30MEPUH U3YYAIUCh JIUIIb PETHOU30MEPHI
3aMEIICHHBIX 2-(IMMEeTOKCH()EHHIT)ITAHAMUHOB, COJEPKAIIUX B CBOEM COCTaBE JIBE METOKCH-
rpynnbsl B N-OeH3mibHOM (parmente, A KOTOPBIX OMyOJMKOBAaHBI CBEJCHHS B BHUAE Macc-
cnektpoB UMD [86]. Panee Obul Tarkke ONUCAH Cilydail [MO3UIIMOHHOW HW3OMEPUU IS
JUMETOKCHaM(eTaMHHOB, HE COJEp KaIiX B cBoeM coctaBe N-OeH3miabHOro dparmenta [5].

W3yyeHue Hay4dHOI JuUTepaTyphl s 3aMelleHHbIX (eHmdTanamuaoB cepuit NBOMe (F),
NBF, NBCIl, NBBr u NBOH Takxe mokasano mojJHOE OTCYTCTBHE MyOJMKAlWi, MOCBSIIEHHBIX
BonpocaMm auddepeHuaniy NO3UIHOHHBIX U30MEPOB MO OEH30JIbHOMY KOJbIY (hEHUIITUIHHOTO

(bparMeHTa C HCIIOIL30BaHUEM KaKOoro-inoo MCTOAa aHaJIn3a.

1.5. ITocTanoBKa 3a7a4n

Takum o00pa3oM, TPOBEICHHBIM aHAIM3 JIMTEPATYPHBIX JAHHBIX ITO3BOJISET CJENIaTh
CJICTYFOIIIAC BBIBOIBI.
1. OmauM U3 cambIX pacrpocTpaHeHHbIX kiaccoB HIIC mo Bcemy wupy SBISIOTCS
dennmmTanamunbl. N-(2-3aMerieHHbIe)0eH3MIT-2-( TMMETOKCH(EHIIT)ITAHAMUHBI, COJEPIKAIIUe JBE
METOKCHUTPYIIIHI B MOJIOKCHHUSIX 2 U 5 (PEHUIITUIBLHOTO ()parMeHTa MOJICKYJIBI, TIPOSBIISIOT SPKO
BBIPQKCHHBIE TICHXOTOMUMMETHYECKHE CBOWCTBA, B pE3yJIbTaTe 4YEro OHU MPUOOpENH CTaTyc
3aKOHOJATENFHO KOHTPOIHPYEMBIX COeIMHEHUH, UTO TpeOyeT JOCTOBEPHON MX UACHTU(UKAINH B
AKCIIEPTHHIX Ja00paTopusiX.
2. Cpemn  N-(2-3amerieHHBIX ) OCH3MII-2-( TUMETOKCH(EHII ) TAHAMUHOB HanboJjIee H3ydYCHbI
coequnenust cepun NBOMe, B mensiieii crenean — NBOH, NBMD, NBF, NBOMe (F) u ap. s
OTJICbHBIX COEAMHEHUH B HAyYHOW JHUTepaType NPHUBOIATCS JaHHbIE 10 WX CHHTE3y U
(dbapMaKoIOTHYECKON aKTUBHOCTH, aHAIUTUYECKUE JaHHBIC Yallle BCETO MPECTABICHbI CIIEKTPaMU

SIMP, koTOpBIE TPAKTUYECKH HE UCIIONB3YIOTCA XUMHKAMU-IKCIIEPTAMHU.
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3. B Hacrosiee BpeMs JUTSt UACHTU(PUKAITUT N-(2-3amerieHHbIX )OCH3 - 2-
(IMMeTOKCU(EHWIT)ITAHAMUHOB Yy  DKCHEPTOB-aHAIUTUKOB  HENOCTATOYHO  aHAJTUTHYECKHUX
CIIPABOYHBIX JAHHBIX B BUJE XpoMmarorpaduieckoi U Macc-CreKTpoMeTpruecKoi nupopmanuu (3a
uckimodenuem cepun NBOMe).

4. OTCyTCTBYIOT MyOJMKAIllMH, IOCBSIIEHHBIE BompocaM AudQepeHnranuy MO3UIUOHHBIX
HU30MEPOB 10 OEH30JLHOMY KOJbIY (eHHIITUIBHOrO (parmenta N-(2-3amelieHHBIX)OeH3HI-2-
(IuMeToKCU(EHWIT)ITAHAMUHOB C HCIIOJNIb30BAaHUEM Kakoro-nudo MeToja aHaiu3a, 4YTOo He
no3BoJsieT qudQepeHIrpoBaTh 3aKOHOAATEIIEHO KOHTPOJIUPYEMbIE MO3UIIMOHHBIE U30MEPHI CPEeIu
OCTaJIbHBIX.

5. Bo3nukina Heo0XOJUMOCTh B CO3[IJaHUM HAay4YHO-OOOCHOBAHHOTO METOJIMYECKOrO MOJX0/a,
KOTOPBI MO3BOJIHUT U30€KaTh OMNOOK MACHTU(UKALINY 3aTPEUICHHBIX TO3UIIMOHHBIX n30MepoB N-
(2-3amenIeHHBIX ) OCH3WIT-2-(TUMETOKCU(CHIIT)ITAHAMUHOB ~ CPeId  OCTalbHBIX B XOJE
71a00paTOPHOTO aHAIU3A.

B oroit cBa3m mowmck myrteid auddepeHnmanuy MO3MIUOHHBIX K30MepoB  N-(2-
3aMEIICHHBIX )OCH3MI-2-(IMMETOKCU(EHUI)3TAHAMHUHOB C TOMOIIBIO METOJOB XpoMaTorpaduu
(ra30BOil M KHUAKOCTHOM oOpaiieHHO-()a30BOM) M MacC-CIEKTPOMETPUU (HU3KOTO M BBICOKOTO
paspeuieHnii), IMUPOKO TMPHUMEHSEMBIX TIPH NPOBENECHUH CYACOHBIX M TOKCHKOJOTHYECKUX
UCCJIEIOBAHNM, SBJISIETCS BA)XKHOW M AKTYaJIbHOM NPAKTUYECKOM 3axaded. [ pemeHuss 3Tou
3aJa4d HaMH ObUIM BBIOPAHBI [IECTh CEPHIl MO3UIIHOHHBIX H30MepOB N-(2-3aMeleHHbIX )OeH3 -2~
(mumeTokcudennn)aTanaMuHOB. Cpeii HUX HauboJiee pacpOCTPpaHEHHAs U YaCTO BCTPEYAIOIIAsICS
Ha HenerambHOM peiHKe HIIC — cepus NBOMe. M3yuyenne Bo3MokHOCTH auddepeHnanum
HU30MEPOB OBLJIO paclpoCTpaHEHO Ha MeHee momyisapHbie, ueM cepusi NBOMe, Ho u3bpimaembie U3
He3akoHHOTo obopota cepurt NBOH, NBF, NBOMe (F), a takxe 6osiee penkne NBCI u NBBr.

Takum o0pa3zom, Lenbl0 HacTOSLIEH paboOThl sBISETCA pa3paboTKa YHHU(PULIUPOBAHHOTO
noaxoga Kk auddepeHnManuM  MO3MIUOHHBIX — HM30MepoB  N-(2-3aMereHHbIX )OeH3MI-2-
(mumetokcudenmn)daranamuHoB cepuit NBOMe, NBOMe (F), NBF, NBCI, NBBr u NBOH
METOAaMU XpoMmaTtorpaguu M Macc-CIEKTPOMETPHH, BKJIIOYas CO3JaHHe HH()OPMAIMOHHOTO
oOecrieueHHs B BHJE CIPABOYHBIX AHATUTHUYECKHX JaHHBIX IS HACHTU(UKALUK H3y4aeMbIX

MO3UIMOHHBIX U30MEPOB, a TAK)KE AITOPUTM U PepeHnanuy U30MepoB KaxkJ 10 cepuu.
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I'/TIABA 2. ODKCHHEPUMEHTAJIBHASI YACTb

2.1. O0BeKTHI uccae10BaHus
OObexTaMM HCCIIEOBAHUS JAHHOW palOOThl SBJIAIOTCA WIECTh CEpUMl MO3UIMOHHBIX
U30MEpOB, IPUBEACHHBIX B Tadmuie 2.1.

Tabmuua 2.1 — Homepa, cTpykTypHbIe (OpMYIIBI U Ha3BaHHS OOBEKTOB UCCIICTOBAHMS.

YcnoBHoe
No CrpykrypHas dpopmyia XUMHUYECKOE Ha3BaHUE
HAaUMEHOBaHUE

cepust NBOMe

~ % N-(2-meToxcubensmn)-2-(2,5-

2 | 23H-NBOMe

O

1 | 25H-NBOMe
P JTUMETOKCH(EHUIT ) TaHAMUH
N-(2-meToxkcubensmn)-2-(2,3-
\@/\/NH JTUMETOKCH(EHUIT ) TaHAMUH

NH N-(2-meTokcubensun)-2-(2,4-
3 24H-NBOMe JTUMETOKCH(EHIIT)3TAHAMUH
o

N-(2-meToxcubensmn)-2-(2,6-
JTUMETOKCU(EHIIT)3TAHAMUH

\/@ N-(2-meToxkcubensmn)-2-(3,4-

JTUMETOKCH(EHIIT)ITAHAMUH

5 | 34H-NBOMe

4 | 26H-NBOMe @i\/




OCF,

9TaHaMUH

VYcnoBHOE
No CrpykrypHas dhopmyna XUMHUYECKOE Ha3BaHUE
HaMMEHOBaHUE
6 | 35H-NBOMe - ‘ N-(2-metokcubensmn)-2-(3,5-
JTUMETOKCH(EHUIT)dTaHAMUH
cepusi NBOMe(F)
\/@ 2-(2,5-numeroxcudennn)-N-(2-
25H- (TprdpTOpMETOKCH)OCH3HII )
7 OCF,
NBOMe(F) STaHaMHUH
2-(2,3-numeroxcudennn)-N-(2-
g 23H- (TprdpTOPMETOKCH)OCH3HII )
NBOMe(F) STaHaMUH
OCF,
2-(2,4-mumeToxcudennn)-N-(2-
9 24H- (TpudTOpMETOKCH ) OCH3HIT)
NBOMe(F) Scr ATaHaMUH
3
2-(2,6-mumeToxcudennn)-N-(2-
10 26H- (TprdTOpMETOKCH)OCH3HIT )
NBOMe(F) TPUQTOoP "
TaHAMUH
OCF,
2-(3,4-mumeToxcudennn)-N-(2-
11 34 (TprdTOpMETOKCH)OCH3HIT )
NBOMe(F) D/\/ pudropMeTOKCH)OEH3
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VYcnoBHOE
No CrpykrypHas dhopmyna XUMHUYECKOE Ha3BaHUE
HaMMCHOBAHHE
35H- A NH 2-(3,5-mumerokcudennn)-N-(2-
12 NBOMe(F) Scr, (TprdTOPMETOKCH)OEH3HII )
ATaHaMUH
P
cepusi NBF
o
NH (e N
13 25H-NBF 2-(2,5-numerokcudenmn)-N-(2
(hTopOeH3MIT)3TaHAMUH
F
P
o
14 23H-NBE i ” 2-(2,3-numerokcudenmn)-N-(2-
(hropOeH3MIT)ITAHAMUH
F
o
15 24H-NBE /@/\/NH 2-(2,4-numeroxcuden)-N-(2-
(dbTopOeH3uI)I3TaHaAMIH
F
o)
o
N 2-(2,6 )-N-(2
16 26H-NBF ,6-TuMeTOKCH(pEHIIT
L (TopOeH3MIT)3TaHAMUH
T
17 34H-NBE D/\/ | 2-(3,4-numeroxcudenn)-N-(2-
o)

(bropOeH3mI)I3TAaHAMIH




35

XJIOpOEH3UI )3 TaHAMUH

VYcnoBHOE
No CrpykrypHas dhopmyna XUMHUYECKOE Ha3BaHUE
HaMMCHOBAHHE
)
o NH N
18 35H-NBE | 2-(3,5-numeTokcudennn)-N-(2-
(hropOeH3MIT)3TaHAMIH
o
cepusi NBCI
o
NH
19 25H-NBCI 2-(2,5-mumerokcudennn)-N-(2-
Cl XJIOpOCH3MIT )3 TAHAMUH
P
o
0 NH
20 23H-NBCI 2-(2,3-numeToxcudennn)-N-(2-
! XJIOpOCH3MIT )3 TaHAMUH
|
o
21 24H-NBCI /@/\/NH 2-(2,4-mumetoxcudennn)-N-(2-
XJIOpOEH3UI )3 TaHAMUH
cl
0
o
29 26H-NBCI NH 2-(2,6-numeroxcudenm)-N-(2-
XJIOpOEH3UIT)3TaHaMUH
cl
T
(L a 2-(3.4 N-(2
23 34H-NBCI D/\/ ,4-TIMEeTOKCU(CHIIT )
cl
0




VYcnoBHOE
No CrpykrypHas dhopmyna XUMHUYECKOE Ha3BaHUE
HAaUMEHOBaHUE
5 " |
- \/Q; 2-(3,5-numeTokcudennn)-N-(2-
24 35H-NBCI i XJIOpOCSH3UIT )3 TAHAMUH
cepusi NBBr
o/
NH

o5 25H-NBBr N-(2-6pomben3m)-2-(2,5-

Br JTUMETOKCH(ESHIT)3TAHAMUH
O
o

26 23H-NBBr o} NH N-(2-6pombensmn)-2-(2,3-

JTUMETOKCH(EHUIT ) TaHAMUH
Br
o
NH

27 24H-NBBr N-(2-6pomben3m)-2-(2,4-

L JTUMETOKCU(EHIIT)3TAHAMUH
|
\O
NH

o8 26H-NBBr N-(2-6pomben3m)-2-(2,6-

L JTUMETOKCU(PEHIIT)3TAHAMUH
;
O
29 34H-NBBr ~~ ; N-(2-6pomben3un)-2-(3,4-

0 NH
D/\/ Br
T

JTUMETOKCH(EHIIT)ITAHAMUH
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YcnosHoe
No CrpykrypHas dhopmyna XUMHUYECKOE Ha3BaHUE
HalMEHOBaHHE
/O NH
30 | 35H-NBBr \Q/V N-(2-6pombensnn)-2-(3,5-
Br JUMETOKCU(EHNI )dTAaHAMUH
P
cepusi NBOH
o
31| 23H-NBOH | & " N-(2-runpokcubensmn)-2-(2,3-
JTMMETOKCU(EHWIT)3TaHAMUH
OH
o
" N-(2 0 2-(2,4
32 | 24H-NBOH (2-ruppoxcubensmn)-2-(2,
OH JTMMETOKCU(EHWIT)3TaHAMUH
0
\o
" N-(2 0 2-(2,6
33 | 26H-NBOH -(2-runpoxcudensmn)-2-(2,6-
OH JTUMETOKCU(EHIIT)3TAHAMUH
0
0o NH
34 | 34H-NBOH ~~ ; N-(2-ruapokcubensnn)-2-(3,4-
oh JTUMETOKCU(PEHIIT)3TAHAMUH
T
o NH (. Py
35 | 35H-NBOH |~ N-(2-runpoxcubensun)-2-(3,5

OH

JTUMETOKCU(EHIIT)3TAHAMUH
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2.2. PeakTHBBI, PACTBOPUTEH, MATEPHAJIbI, 000PYy/10BaHHe

Jlia mpoBelleHUs WCCIENOBaHUI MCHOJIb30BAIM CJENYIOUINE PACTBOPUTEIH, PEaKTHBBHI,

MaT€pHralibl, BCIIOMOIaTCJIbHOC O60py,HOBaHI/Ie H CpCACTBA USMCPCHMUA.

PeakTHBLI U paCTBOPUTEIIH.

2,3-mumerokcubensanpaerun  (97%), 2-meroxcubensanpaerun (98%), uHutpomeran (96%),
amomoruapua mutus (95%), 6oporumpun Harpus (99%) - Bce Acros Organics, CIIA, 2,4-
IUMETOKCHOEH3aIIbIET U] (98%), 2,6-1MMeTOKCHOEH3aIbET U (97%), 3,4-
JUMETOKCHOEH3aIIbICT U/ (99%), 3,5-1MMeTOKCHOEH3aIbICT T (98%), 2—
(TpudropmeTokcu)oen3anbaerun (96%), 2—dropoensanbaerun (97%), 2—x0pOCH3AIbACTHI
(97%), 2—6pomben3anbaerus (98%), canuiuoBblii anbaeru (99%), neHTapTOPIPONUOHOBbIH
aarunpun (98%) - Bce Alfa Aesar, ['epmanus, amerar ammonus (98.5 %, 'OCT 3117-78)
ykcycHast kuciora neasaas (x4, [OCT 61-75), consuas kucnota (x4, [OCT 3118-77), cepHast
kuciora (x4, FOCT 4204-77), xnopun Hatpus (x4, [OCT 4233-77), ruapokcus Hatpus (Xd,
'OCT 4328-77) - Bce Peaxum, Poccusi, cyabdar maruus Oe3Bomubiii (>99.0 %, Bioshop,
Kanana); nponanon-2 (xu, TY 2632-181-44493179-14), aneton (x4, TY 2633-018-44493179-
98), metuien xmopucthiii (x4, TY 2631-019-44493179-98), Tonyo:n (uga, TOCT 5789-78) — Bce
Exoc-1, Poccus, mmwdtmmamun (uma, CTII TY Komn 2-203-10, Poccus), aHruapua
TpUPTOPYKCYCHOM KHCIOTHI (99%), atleToHuTpu st rpaaueHTHoi BOXKX, He menee 99.9 mac.
%, dbopmanun BoaH. (37-38% dopmansaeruna) - Bce Panreac, Mcmanust, 3STuitoBbiit cupt 95,5
% pacTBOp, OMATHIOBBIA 3dup (x4, Meaxummpom, Poccus, TY 2600-001-45286126-11),
MmetaHoi-d4 (CD30OD) c¢ uzoronHoi yuctoroil HEe MeHee 99.5 % mo TY 95.669-79, He menee
99.5 mac. % (®I'VII «Poccuiickuii Hayunslii neHTp «lIpuknannas xumus»», Poccust), metanon
JUTSL KUJIKOCTHOM Xpomartorpaduu, He meree 99.8 mac. % (Merck, I'epmanust), Boga mis ['X,
BOXX wu cnektpomerpuun, Bwicokounctas (Honeywell, Burdick and Jackson, CIIIA),
MypaBbuHasg Kuciaora, He MeHee 99.2 wmac. % (Sigma-Aldrich, ['epmanmus); wnabop
WHIUBUIYAIbHBIX H-aikaHOB OT Co 1o Css, He MeHee 99.0 mac. % xaxnoro (Fluka, Sigma-

Aldrich, 'epmanust) — ucnonbp3oBauch 6€3 OYNUCTKY;

- retparuapodypas (99.8%, ummn., Tatxumnpoaykt, Poccus), meranon (x4, Bekton, Poccus, TOCT

6995-77) ObLIHM BBICYIICHBI U a0COTIOTHPOBAHBI C MOMOIIBIO CTaHIapTHBIX mporeayp [89,90];

Matepualibl, BCIOMOTaTeIbHOE O6ODV)IOB3HI/IC n CpeacTBa U3BMEPECHUI.

- cucteMa l1lnenka st KUIsiueHMsI, IEPETOHKU U CHHTE3a B MHEPTHOM armocdepe;
- a30T ra3000pa3HkIii, ocy, 1 copt, TOCT 9293-74, 99.999 06. % (Poccus);
- azot xkuakuii ('OCT 9293-74, Poccus);

remaid  razooOpasHbiii, Mapku 5.5, TY  0271-001-45905715-02, w®He  MeHee
99.9995 06. % (Poccus);
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- CTEKJISTHHAS TIOCY/Ia U BCIIOMOTaTeIbHOE 000pYA0BaHUE IS KUITSTYCHUS U IIPOCTOM TIEPErOHKH;

- TIMMETKH MepHble JabopatopHble crekiasHHble mo ['OCT 29228-91 2 xkjmacca TOYHOCTH
BMecTuMocTbio 1, 10, 25 cMS; UWIMHAPET MepHble cTeksiHHbie 1o ['OCT 1770-74 2 knacca
TOYHOCTH BMecTuMocTbio 10, 25, 100, 500 cmS;

- KoJIOBI KpyriojaoHHble BMectumocThio 50, 100, 250, 500, 1000 cM®, KONOBI TIOCKOJOHHBIC
BMectumocthio 100, 300, 1000 oM®, cocynbl Illnenka, kpuctamumszarop ¢ HocukoM 900 oM®,
TpyOKa coeMHHUTENbHAs 0e3 xooamibHuKa 150 MM, TpoOKa CTEKIISIHHAS IecTuyrojibHas 34/35
- Bce ISOLAB, I'epmanus, XOIOIMIBHUK MIApUKOBBIN ymHONH 400 MM ¢ py0Oaiikoif, BOpOHKa
kanensHas 100 cv®, Boponka pemurensHas 250 cm® (DURAN Group, I'epmanns), XuMudeckue
crakanuuku B-1-50, B-1-100, crekmsuusie Bopouku BJI-1-50, BJI-1-125 (KLIN, Poccus);

- memanka marauTHas [IKA RH basic 2 IKAMAG ¢ konTtaktHbeiM TepmomerpoMm |IKA ETS-D5
(I'epmanus), nepememmBatomue siemMeHThl IKAFLON (I'epmanusi), TepMoMeTp pTYTHBIN
Amarell -10 +250/75 (I'epmanus), dpapdopoas crynka 100 mm ¢ nectukom (Poccust), GuabTps

o6e33oseHHbIe «benas neaTa» 11 cm (Poccus), acoecToBoe MONIOTHO;

Bechl nabopartopusie ALC 210.4 (Acculab, CIIIA) cnenumanbaoro kinacca TouHoctd no 'OCT
24104-2001, ¢ uenoit aenenus He 6osiee 0.0001 r, HaMOOIBIIMM MPEIEIOM B3BEIIMBAHHUS HE
6osee 210 r, morpemrHocThio He 6osee 0.0002 r.;

- xpomarorpad razossnii «Agilent Technologies 6890N GC System» ¢ mIaMeHHO-HOHNU3AIMOHHBIM
netektopoMm «Agilent Technologies G1562A» u ycTpoiicTBOM aBTOMaTHYE€CKOTO BBOJA JKUIKHUX
npo6 «Agilent Technologies G2613A» («Agilent Technologies», CILIA);

- xpomarorpad razoBeii «Agilent Technologies 7890B GC System» ¢ Macc-CeleKTUBHBIM

nerexktopoM «Agilent Technologies 5977A MSD» («Agilent Technologies», CI1IA);

yIBTPaBbICOKOA()(HEKTUBHBIN KUAKOCTHON XpoMmaTorpad «Agilent 1290 Infinity» ¢ TanneMHBIM
KBaJIPyNOJIb-BPEMSIIPOJIETHBIM JIETEKTOPOM TOouHBIX Macc «Agilent 6540 UHD Accurate-Mass
Q-TOF LC/MS» (Agilent Technologies, CILIA);
- BHQJIBl XpomaTorpaduueckwe [JIi aBTOMATHYECKOTO jo3aTopa ¢ Kpbimkamu (Agilent
Technologies, CIIA, part. number 5182-0714 u 5182-0717);
- WmpuIL 0iHOPa3oBkIi Tuna «JIyepy» ¢ rpagyuposkoii Ha 2 cm® (SFM, Tepmanus);
- GuIbTPEl MEMOpaHHbIE LIEUTI0NI03HbIe THIA «Jlyep» nuamerpom 13 MM u pazmepom nop 0.2 MKkM
(Agilent Technologies, CIIIA, part. number 5064-8222);
- CHJTHKArelb BBICOKOH uncTtoThl (9385, 60 A, 230-400 memr) ot Merck (Iepmanus);
- obopyznoBanue as aHanusza meronoM TCX: HarpeBaTenbHbIN CTONMMK A1 cymku miaactuH Y CII-
2, xpomarorpadpuueckue miaactuHbl «CopOpun IITCX-AD-A-YO» 10x10 cm (3AO

«Copomnonmumepy», Poccust), kamepa xpomarorpadgudeckas cTekiasHHas g miactud 10x10 cw,


https://labreaktiv.ru/catalog/laboratornaya-posuda-i-prinadlezhnosti/laboratornaya-posuda-iz-stekla/delitelnye-kapelnye-voronki/voronka-kapelnaya-duran-group-50-ml-ns14-23-shkala-1-ml-slivnoj-shlif-ns19-26-steklo-kopirovat/
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mukpomrmpui st TCX MI-10 emxocteto 10 Mk, namma Y® VL--6 LC (Vilber Lourmat) Ha
JUTMHY BOJHBI 254 1 365 HM;

- IpuboOp A ompeneneHuss Temneparypsl miaBiaeHus Stuart SMP 30 (Bibby Scientific, Limited
Great Britain).

2.3. Cunre3 coenunenuii cepuit NBOMe, NBOMe (F), NBF, NBCI, NBBr, NBOH

Coemunenus 2-6, 8-12, 14-18, 20-24, 26-35 ObLIM CUHTE3UPOBAHBI B COOTBETCTBUHU C
npouenypamu, onucaHHbiMu Huke. Coenunenus 1,7,13,19,25 mpenocraBieHsl j1abopaTOpUsIMHU
Cy1eOHOM AKCIIEPTU3bI B BHJIC TOTOBBIX JIJIsI TPOBEICHHS aHAIM3a PACTBOPOB.

KoHTpoJIb IOJTHOTHI MPOTEKAHKS PEAKIIMK B MPOIIECCE CUHTE3a OCYIIECTBIISIN MeToaoM [ X

C TJAaMEHHO-MOHM3AUMOHHBIM _aerektupoBanueMm (I'X-TIMM). ns  xpomarorpaduueckoro

paszieNieHns MCIONb30BalM KanWuisipHyto KosnoHKy HP-5 ¢ xumuuecku npusuton ¢aszoit 5%-
nudenna-95%-aumermmmonucuiaokcan (30.0 m x 0.25 mm x 0.25 mxm) (19091J-433; Agilent).
TemnepaTypy TepMocTaTa KOJOHKH Mojanep>kuBain Ha ypoBHe 70°C B TeueHue 1 MuH., a 3aTeM
POTPaMMHUPOBAIHA €O cKopocThio 15 °C/muH. nmo 295 °C, momnepxuBas B TedeHue 15 MuH.
Temmeparypa ucnaputens xpomarorpada - 280 °C, remneparypa nerexropa - 280 °C. B kagectBe
ra3a-HOCHUTEJISI UCIIOJIb30BAJIM 30T B PEKUME MOCTOSHHOTO TIOTOKA; CKOPOCTh MOTOKA - 1.0 Mi/MuH.
Pacxon razoB: Bojopoaa — 25 mui/MuH., a3ota — 25 mi/MuH., Bozayxa — 300 mur/mus. BBog mpoOsr

OCYIIECTBIISUTH ¢ JieneHneM notoka 1:20. O6bsem mpoOs! - 1 MKII.

2.3.1. Memoouka cunmesa coeounenui
[Tosutmonnbsie m3omepsl 2-6, 8-12, 14-18, 20-24, 26-35 Obumn TONy4YeHBI B pPe3yibTaTe

MpeBpalleHHid, TPUBEICHHBIX Ha cxeMax 2.1 u 2.2.

(1

Peakuua (1) 1
R1 FeHpw R1 R2 R NH
2 2
R CHO cy.no, R o NOz  LiaH, 2
-_— —_—
3 RS  NHOAc o3 RS TM®,0°C  R3 RS
R KMnavyeHme 4
R4 R4 R
36-40 41-45 46-50
36, 41, 46: R'=R?=0CH5; R?=R4=R%=H 39, 44, 49: R?=R3=0CHj; R'=R*=R°=H
37, 42, 47: R'=R?=0CH5: R2=R*=R%=H 40, 45, 50: R°=R%=0CHj,; R'=R>*=R°=H

38, 43, 48: R'=R°=0CHj;; R?*=R’=R*=H

Cxema 2.1 — PearenTsI 1 ycioBus cuHTe3a coenuaeHni 41-45 u 46-50
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1 ) .
R KOHAeHCcaUMa R1
2
R > NHz -H,0 R2 N
+ -
R3 R® O R +H,0 R3 R H R
R4 4
46-50 91-36 - 57-86 -
(1)
46: R'=R?=OCH3 R*=R*=R>=H BoccTaHoBNeHue l NoaBH4'MeOH
47:R'=R>=OCH3 R?=R*=R°=H

48:R1-R5=OCH‘,R2=R3=R4=H
49:R?=R3=OCH3;R'=R*=R>=H

50:R?=R"*=OCH3 R'=R>=R°=H \/Q
51:R=0CH;; 52: R=0CF3;53:R=F
54:R=CI|; 55:R=Br; 56: R = OH

2-6, 8-12, 14-18, 20-24, 26-35

57,2:R'=R?=R=0CH;;R®*=R*=R%=H 72,20:R'=R?=0CH;; R®=R*=R%=H; R =Cl
58,3:R"=R3®=R=0CH3;R?=R*=R>=H 73,21:R"=R®=0CH3;R?=R*=R°=H; R =Cl
59,4:R"=R°=R=0CH; RZ=R3=R%=H 74,22:R'=R>=0CH;;R*=R3=R%=H;R=ClI
60,5:R2=R®*=R=0CH; R"=R*=R°=H 75,23: R2=R*=0CH3 R'=R*=R°=H; R=Cl
61,6:R2=R*=R=0CH;;R"=R*=R°=H 76,24: R2=R*=0CH5;R'=R*=R°>=H; R=Cl

62,8:R'=R?=0CH;;R*=R*=R°=H;R=0CF3 77,26:R'=R2=0OCH;; R®*=R*=R%°=H; R =Br
63,9:R"=R3=0CH3R2=R*=R°=H;R=0CF; 78,27:R'=R%=0CH;; R2=R*=R°=H; R=Br
64,10.R1=R5=OCH,R2=R3=R4=H,R—OCF3 79,28:R"=R>=0OCH3;R?=R>=R*=H; R=Br
65,11: R2=R3=0OCH;;R'=R*=R°=H; R=0CF; 80,29:R2=R3>=0CH; R'=R*=R°=H;R=Br
66,12: R2=R%*=0CH3;R'=R®*=R°=H; R=0CF; 81,30:R?=R*=0CH;;R'=R®=R%=H; R=Br

67,14:R'=R?=0CH;;R®*=R*=R°=H;R=F 82,31: R'=R?=0OCH,; R®*=R*=R%=H; R = OH
68,15:R'=R>=0OCH;;R?=R*=R>=H;R=F 83,32: R"=R>=OCH3; R?=R*=R>=H; R =0OH
69,16:R'=R°>=OCH;;R?=R3=R*=H;R=F 84,33:R"=R°=0OCH;;R?=R*=R%=H;R=0OH
70,17:R°=R®>=0OCH5;R"=R*=R°>=H;R=F 85,34:R?=R%>=0OCH5;;R"=R*=R°>=H;R=0OH
71,18: R2=R%*=0OCH;;R'=R3=R%°=H;R=F 86, 35: R°=R*=0CH3:R'=R®*=R°>=H; R = OH

Cxema 2.2 — CuHTe3 MO3UIMOHHBIX H30MepoB 2-6, 8-12, 14-18, 20-24, 26-35 ¢ nomoIsio

PCaKMu CTYIIEHYaTOr0 BOCCTAHOBUTCIBHOI'O aMUHHUPOBAHUSA

Cunte3 B-aurpoctrponos (41-45)

[TpousBonusie B-HuTpoctupona (coeauHenust 41-45) ObLTM CHMHTE3HPOBAHBI C MOMOIIBIO
peaKkIMu HUTPOANbIOJIbHOM KoHAeHcanuu (peakiuu ['enpu) [91, 92] W3 COOTBETCTBYIOLIMX
anpaeruoB 36-40 mo mMetoy, onucanHomy B [93], ¢ ydeToM M3MEHEHHUH IS OJy4aeMoro Kiacca
COCIMHEHUI: MOJSIPHOTO COOTHOIICHHS pEareHTOB, YCJIOBHH TPOBEACHUS PEAKIUUd U
UCIIONIb3yEMBIX ISl OYUCTKHU pacTBoputenei [21, 94-96]. B KOHEUHOM HTOTe CHHTE3 IPOBOAMIH T10

onucaHHoi Huxe MeToauke (Cxema 2.1, (1)).



42

3ameriennsbiii 6enzanbaerun 36-40 B konmdectse 5.0 r (30.0 MMoJIb) U ameTaT aMMOHUS B
kommyectBe 0.58 r (7.5 mmoib) pactBopsii B 10 Mir JeasHONM YKCYCHOM KHCIOTBI, 3aT€M IpH
nepememmBanuu Ao0aBisu 3.21 M (60.0 mmoinip) HUTpoMeTaHa. [loydeHHYIO peaKIMOHHYIO
CMECh KHITSITHIIU NP NIEpEMEIIMBAaHUY B TeUCHHE 4 U, IMOCJIC Yero OXJIAXKIANH, 3aTeM 100aBisim 4
MJI BOJBI ¥ BBIICPKHBAIN 2 9 B MOPO3HIBHOW KaMepe 10 BhIMaeHUs KpucTamioB. [lomyueHHbIe
KPHUCTAJUTBI JABKIBI IIPOMBIBAII BOJOW, XOJIOJIHBIM H3OMPOIMIOBBIM CIIUPTOM ¥ (puiibTpoBau. B
pe3ysbTare MONydrIn KpucTaibl skenroro (41,43-45) u skenro-3encHoro (42) 1BETOB, KOTOPHIE

BBICYILIMBAJIY, & 3aT€M OYHILAIN TPU TIOMOIIH MEPEKPUCTATUIN3ALUHN U3 IIPONaHoIa-2.

Cunres denmmranamuuos (46-50)

3amenieHHbie  GeHumdTaHaMuHbl 46-50 ObuM ModydeHbl BoccTaHOBieHHEM 41-45 1o
merony, omucaHHomy B [93, 95], KoOTOpbIi ObLT aganTHPOBaH K CHHTE3UPYEMOMY KIIacCy
coeaunenunit (Cxema 2.1, (I1)) myrem u3MeHEHHs COOTHOILICHHS PEAreHTOB M YCJIOBUM MPOBEACHHUS
cuaTe3a. C 1enbl0 OYHCTKU MPOIYKTa-OCHOBAHMS OT HEXKENIATEeNIbHBIX NMpHUMeEcei, BMecTo duiemt-
xpomaTorpaduu, IpUMEHsSEeMOM AJi1 OYUCTKHU MPOJYKTOB CHHTE3a YKAa3aHHOTO KJIacca COeAMHEHUN
WK UX Tpou3BoaHbIX [21, 89, 95], ObUT UCMOIB30BaH MPUHIUITKMAIBHO HHOW METOJ - BaKyyMHas
neperonka «trap to trap» («ioBymika B JOBYIIKY»). Takoil cnmoco0 OYMCTKA aMHUHA-OCHOBAaHUS OT
HENIeTYYHX MPUMECeH M PAaCTBOPHUTENS OKa3ajcCs MPUEMIIEMBIM, TaK KaK IEJIEBbIC COCTUHEHUS HE
pas3nararoTcs B YCIOBHSX BBICOKOTO BaKyyma, a TakKKe OBICTPHIM M YAOOHBIM IO CPaBHEHHIO C
dnem-xpomarorpadueii, MOCKOIbKY OYUCTKA HEe TPeOyeT JOMOIHUTEILHOT0 000pyaoBanus ((hai-
xpomatorpada). Hike nmpuBeneHa okoHYaTeNbHas METOUKA, UCTIOIb3yeMast sl cuHTe3a 46-50.

K LiAIHs maccoit 2.88 r (75.8 mmomb), cycnensupoBanHomy B 180 M1 6e3BOIHOTO
teTparyapodypana (naigee - TI'D), oxnaxxganu ¢ NOMOIIbIO M3omponaHoiabHOW Oanu 10 0 °C,
3aTeM J100aBJsUIH MO KalUIsAIM CYCHEeH3UpOBaHHYI0 cMmech 44, 45 wmu pactBop 41-43 (macca 41-45
cocraBisier 5.4 r (25.8 mmonp)) B 60 mi 6e3Bognoro TI'®. IlepemernnBanue MpH OXIAKICHUH
IPOJOJDKAIM B TeueHue 5 4, a 3ateM 20 4y npu KOMHATHOU TemmnepaTtype. Peaknuto racumu 18 mn
JTUCTHLTMPOBAHHOW BOJBI, 3areM go0aBisim 72 mi 25% Bomnoro pactBopa NaOH. Ocamox
0oT(UABTPOBBIBANIM, (UIABTPAT cobupanu U cymuian 6e3BogHbIM MQSO4, mocie 4yero OTroHsIU
pacTBOPUTENb JIO TMOJIyYEHHUs] Macja >KeITO-OPAHXKEBOr'o IBETa, KOTOPOE OYMIIATU C MOMOILBIO
BaKyyMHOU Teperonku «trap to trap». B pe3ynbrare momyunsau OeCIiBeTHOE MPO3pavHOE MACIIO JJIS

Bcex coeaunennii 46-50.

Cunres coequnennii cepuit NBOMe (2-6), NBOMe (F) (8-12), NBF (14-18), NBCI (20-24), NBBr
(26-30), NBOH (31-35)

Coemunenns 2-6, 8-12, 14-18, 20-24, 26-35 cCUHTE3UPOBAIU 110 PEAKIUU CTYIICHYATOTO

BOCCTAHOBUTENBHOTO  N-aJIKWJIMpOBaHWS W3  JUMETOKCH(eHWTaHaMuHOB  46-50  depes
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00pa3oBaHUE COOTBETCTBYIOMIMX UMHUHOB 57-86, ¢ HCIOIB30BaHUEM METO/1a, IPUBEICHHOTO B [21],
KOTOPBIi OBIJT HAMU aJJalITHPOBAH K CHHTE3UPYEMOMY KIIACCy COSMHEHHH MTyTeM He3HAYUTEIHHOTO
U3MCHEHHsI COOTHOIICHHUS PEareHTOB M YCIOBUil mpoBeneHus cunte3a (Cxema 2.2).

Coenunenus 2-6 ObLIM TMOJYYEHBI M3 COOTBETCTBYIOIIUX 3aMEIICHHBIX (PEHMIITaHAMHHOB
46-50 maccoit 1.0 r (5.52 mmonb) u 2-merokcuben3anpaeruaa (51) maccoit 0.864 r (6.35 MmoIb),
coemuHeHUS 8-12 - M3 COOTBETCTBYIONIMX 3aMEIICHHBIX (eHudTaHaMuHOB 46-50 maccoit 1.0 T
(5.52 mmonp) u 2-(tpudropmerokcu)oensanpaeruaa (52) wmaccoit 1.207 r (6.35 mmoub),
coequHenusi 14-18 - U3 coOTBETCTBYIOMIMX 3aMelIeHHBIX (peHmmdTanaMuHOB 46-50 maccoii 1.0 r
(5.52 mmonp) u 2-¢propoensanbaeruna (53) maccoit 0.788 r (6.35 mmoun), coenunenus 20-24 - u3
COOTBETCTBYIOIIMX 3aMelIeHHbIX (eHmmTanaMuaoB 46-50 maccorr 1.0 r (5.52 mMMmonb) u 2-
xnopoensanpaeruaa (54) maccoii 0.893 r (6.35 Mmmous), coenunenus 26-30 - U3 COOTBETCTBYIOIIUX
3aMelIeHHbIx (eHmmTanaMuHoB 46-50 maccoit 1.0 r (5.52 mmoup) u 2-6pomben3anbaeruaa (55)
maccoit 1.175 r (6.35 mmoinb), coemamueHuss 31-35 - M3 COOTBETCTBYIONIMX 3aMEMICHHBIX
benmmranamuaoB 46-50 maccoit 1.0 r (5.52 mMmons) u 2-ruapokcubensanbaeruga (56) maccoi
0.775 (6.35 MMOB).

PactBop 3ameniennoro 6ensanpaeruaa B CH2Clo (40 mu) mo kamisiM 100aBIIsUTH K PacTBOPY
3amenennoro ¢penmwTanamuaa B CH2Clz (40 min) npu oxnaxaenuu 1o 0°C U nepeMeInBaHuy B
TedeHue 4-5 yacoB. [loMHOTY mpoTeKaHWS pPEaKIMH OOpa30BaHHUS MMHHOB KOHTPOJIUPOBATH C
nomonipio ['X-IIN]/]. Mnentudukanuio MMUHOB ocymiecTBisuin ¢ nomousio ['X-MC u BOXKX-
MCBP. ITocne o6pazoBanus umuHa otroustiin CH2Clz, mo6assim 80 mir abCoarOTHOrO METaHOIA,
nocie yero no6asisin NaBH4 maccoii 0.839 1 (22.08 mmons) B Teuenue 1 4. Peakimro racumu 20
MJT TUCTHJLTMPOBAHHOW BOJBI, 3aT€M OTTOHSUIM PAaCTBOPUTENh, HoBomwm PH mo 11, moGapiss
Boaubli pactBop NaOH (¢ = 3 monp'nl). Cunresupyemble IeneBble COEIUHEHHS H3BIEKAIH
CH:ClI> (3 x 40 mui1), 00beIHEHHBIC OpraHuYecKie (a3bl OUUIANn IUCTHUTHPOBAHHON BOI0M (2 X
30 mu), Haceimanu pacrBopom NaCl (40 mu), BeicymuBanu 6e3BoaabiM MQSQOs, dunbTpoBau u
OTTOHSUTA PacTBOPUTEIb. B pe3ynbrare s Bcex coequHeHui 2-6, 8-12, 14-18, 20-24, 26-35 6pumn
MOJTyYeHbI BEHIECTBA B BHJE IMPO3PAYHOrO Macja >KeJITOBAToro IBera (MpPOaYKThI-OCHOBAHHMS),
kotopsie pactBopsiii B CH2Clo 1 ounianu ¢ momoriso KotoHOUHO#M xpomarorpaduu. [ToxyueHue
TUAPOXJIOPUIOB: coenuHenus 2-6, 8-12, 14-18, 20-24, 26-35 B Buje OCHOBaHUI PACTBOPSUIA B
3TaHOJIE, 3aTeM J00aBIISUIH MTPH IMEPEMEIINBAHUN S5 MJT COJISTHOW KHCIIOTHI B H30IPOITHIIOBOM CITUPTE
(c = 5 mompr?). Jlng Bcex cOeMHEHHMI OBLTM MOMydeHBI TBEPABbIE BELIECTBA OENIOTO IIBETA,
KOTOPBIC OT(QHIBTPOBBIBAIN, TIPOMBIBAIIN JUITHIOBBIM 3(DUPOM U BBICYIIIHNBAIIH.

Ounctky 2-6, 8-12, 14-18, 20-24, 26-35 npoBoauiu ¢ MOMOIIEI0 (ienr-xpomMarorpadum.
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2.3.2. AnanumuyecKue OaHHblE CUHMEIUPOBCAHHBIX NOZUUUOHHBIX U30MEPOB U
NPOMENCYMOUHBIX COCOUHEHUTL
JIs  TIOATBEPXKICHUS XUMHUYECKOW CTPYKTYphl coeauHeHuit 1-86  mcmosib3oBain
AHAJIMTHYCCKHUEC MCTO/bI, HpI/IBeI[CHHbIC HUXKC.

SAMP-cnekrpockonus. *H, *C u °F IMP cnextpsr peructpuposamu 8 CDsOD mpu 400,

101 u 376 MI'u cooTBeTcTBeHHO Ha cnekrpomeTpe Bruker Avance II (IlIBeiimapus). s criekTpos
'H 1 BC curnabsl ocTaTOUHBIX IPOTOHOB M aTOMOB yriieposa oT pactBoputens (3.31 n 49.00 ..
COOTBETCTBEHHO) HCIOb30BAINCH B KauecTBEe BHYTPEHHUX cTaHaapToB. Jis 3amucu crektpos °F
B KQueCcTBE BHEUIHEro craHjapra ucnoiibzoaiu Tpuxiopdropmeran (0.00 m.a.). Cnekrpsr SIMP
13C 3ammceiBany ¢ MpoTOHHOI pasBs3koi (BB) u B J-peskuMe (TeCT MPHCOEIMHEHHBIX MPOTOHOB,
AITIIT). Cnextpsl 00pabaThIBaIu C MOMOIILI0 CTAHIAPTHOTO MPOrpaMMHOro odecnieueHus Bruker.

Temneparypa nnasneHus. TOYKH MIIaBICHUS OBUTH IMOIYYEHBI CO CKOPOCThIO 1°C/MUH.

I'’X-MC. [lns xpomaTorpaduyueckoro pa3iaesieHus] MCIOIb30BAIA KAMWUIIPHYIO KOJOHKY
HP-5MS ¢ xumudecku npuButoii pazoi 5%-audennn-95%-mumermnnonucuiokcad (30.0 m x 0.25
MM x 0.25 mxm, 19091S-433; Agilent). Temneparypy TepMocTata KOJOHKH MOACPKUBAIN Ha
ypoBHe 70 °C B teuenue 1.0 MuH, 3aTeM mporpaMMupoBaiu co ckopoctbio 15 °C/mun 1o 295 °C u
BBIJICP)KMBAJIM B TEUYEeHHE 15 MUH. NpU KOHEYHOM Temmeparype. Temmeparypa HHXKEKTOpa
coctaBisuia 280 °C, a temrieparypa unrepgeiica gerexropa - 290 °C. B kadecTBe ra3za-HOCUTEIS
HCIIONIb30BAIM TEIUil B PEKHUME MOCTOSHHOTO MOTOKA; CKOPOCTh MOTOKa cocTaBisuia 1.0 mu/MuH.
Macc-cenekTuBHbIHM aeTekTop cHabxeH uctounukom M (70 s3B). Cnextpsr D peructpupoBanu B
nuanazone M/z 30-550. KanubpoBka Macchl BBIMOJHSIACH aBTOMAaTHYECKH B PEXKHME «Autotune» ¢
ucnonbs3oBanueM nepdroprpudyrmiamuna (PFTBA, 99.8%; Agilent Technologies) B kauecTBe
ctanaapta. Hactpoiiky mpubopa, a Takxke OOpaOOTKy MONTYYSHHBIX JaHHBIX MPOU3BOJIUINA C
nomoIieio nporpamm MSD ChemStation F.01.01.2317 .

BOXX-MCBP. Macc-cieKTpbl BBICOKOTO pa3pelieHus: perucTpupoBaId ¢ UCIIOIb30BaHUEM

uctoynuka HNMOP B pexnMe NOJOXKUTENbHO 3apsbKeHHbIX HOHOB. llogBmxkHast ¢asa Obuia
npurotosieHa u3 0.1% BoaHoro pactBopa MypaBbHMHON KHCHOTHI (pacTtBopuTens A) u 0.1%
MYpaBbMHON KHCIOTBI B aueToHuTpuie (pactBoputens b). Ilpumensiiu rpagueHt ot 5%
pactBoputenst B mo 100% pactBoputens B 3a 5 mun. co ckopocthto motoka 0.4 mi / mun. BOXX
aHanmu3 mpoBoawiics Ha KoyoHke «Zorbax Eclipse Plus C18 RRHD» (959758-902, Agilent
Technologies) ¢ npenkonoHKO#M 5 MM.

DJIEMEHTHBIM aHaJii3. DJIEMEHTHBIN aHaiu3 YIJIEpoJia, a30Ta, BOJAOPOAA, BBINOJHSIM Ha

sanemeHTHOM CHNS-O BpIcOKOTeMMepaTypHOM aHanu3zatope EuroEA 3028-HT-OM Eurovector
S.p.A. (Utamus) meronom roma-IIperms. KonmuyecTBeHHOE coaepikaHHe SJIEMEHTOB XJIOpa W

O6poma B 00pasax BHIIOIHAIM 110 MeToay LIIénurepa.
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2,3-numeroxen-S-uurpoctupos (41). Beixon 89%; 1. . 83-85 °C; 'H AIMP (CD30D, 6, m.x., J,
I'm) &: 3.90 (c, 3H), 3.92 (c, 3H), 7.29-7.05 (M, 3H), 7.91 (n, 3J=13.7, 1H), 8.21 (x, 3J=13.7, 1H);
13C AMP (CDs0D, 8, m.x., J, T'm) &: 56.5, 61.6, 117.4, 122.2, 125.7, 125.4, 135.1, 139.7, 150.7,
154.6; 13 MC, m/z (%): 209 (M™, 100), 77 (60), 148 (58), 91 (44), 133 (43), 105 (41), 51(29), 178
(26), 89 (22), 65(22); s3niemenTHbIii anaau3 C10H11NO4 (%): Beuucieno C 57.41, H 5.30, N 6.70;
garineno C 56.99, H 5.16, N 6.31.

2,4-mumeroken-S-aurpoctupo (42). Beixon 92%; 1. mun. 101-103 °C; *H IMP (CDsOD, §, m.x.,
J, I'm) &: 3.89 (c, 3H), 3.97 (c, 3H), 6.64 (x, 3J=8.8, 1H), 6.65 (c, 1H), 7.53 (n, 3J=8.8, 1H), 7.88 (x,
3J=13.5, 1H), 8.15 (u, 3J=13.5, 1H); 1°C SAMP (CDsOD, §, m.x., J, I'y) &: 56.2, 56.4, 99.6, 107.8,
113.5, 134.8, 136.4, 136.8, 162.8, 166.3; U9 MC, m/z (%): 209 (M™), 162 (100), 209 (60), 133
(34), 77 (32), 161 (29), 148 (23), 91 (21), 121 (16), 63 (16), 51 (15); 3neMeHTHBIII aHaIHU3
C10H11NO4 (%): Beramcneno C 57.41, H 5.30, N 6.70; naiineno C 57.12, H 5.15, N 6.44.
2,6-mumeTokcu-S-uurpoctupoi (43). Berxon 92%; 1. . 119-121 °C; *H SIMP (CD30D, 3, m.x.,
J, I'm) &: 3.96 (c, 6H), 6.74 (n, 3J=8.4, 2H), 7.46 (1, 3J=8.4, 1H), 8.05 (u, 3J=13.6, 1H), 8.52 (x,
3)=13.6, 1H); 13C AMP (CDsOD, 5, m.1., J, Tm) &: 56.6 (2C), 105.0 (2C), 109.3, 130.6, 135.3,
139.6, 162.2 (2C); U3 MC, m/z (%): 209 (M*), 148 (100), 209 (96), 133 (77), 162 (72), 77 (61), 91
(49), 105 (47), 163 (34), 178 (30), 51 (24); 3nemenTHblii ananu3 C1o0H11NO4 (%): Bbruncieno C
57.41, H5.30, N 6.70; naiineno C 57.10, H 5.10, N 6.42.

3,4-mumeTokcu-F-uutpoctupon (44). Beixon 87%; 1. . 141-142 °C (. [21] T. ot 142-144
°C; mur. [95] 1. mn. 131-132 °C; nwmr. [96] 1. mn. 137-140 °C); 'H SIMP (CDsOD, 6, m.x., J, T'ny) &:
3.89 (c, 3H), 3.90 (c, 3H), 7.03 (n, 3J=8.8), 7.23-7.32 (M, 2H), 7.81 (», 3J=13.5, 1H), 8.01 (x,
3)=13.5, 1H); 13C AMP (CD3OD, §, m.x., J, I'm) &: 56.5, 56.6, 112.2, 112.8, 124.7, 126.1, 136.8,
140.5, 151.1, 154.3; ©D MC, m/z (%): 209 (M™, 100), 162 (87), 77 (55), 91 (51), 51 (42), 119 (39),
89 (37), 147 (33), 79 (30), 63 (29); s3niemenTHbIii anamu3 C10H11NO4 (%): Berurcieno C 57.41, H
5.30, N 6.70; natineno C 56.95, H 5.08, N 6.40.

3,5-numerokcu-F-uurpoctupo (45). Beixox 72%; 1. . 132-134 °C; *H AMP (CD:0D, 6, m.x.,
J, T) &: 3.83 (c, 6H), 6.64 (c, 1H), 6.86 (c, 2H), 7.91 (x, %J=13.6, 1H), 7.99 (x, 3J=13.6, 1H); 13C
SAMP (CD30D, 9, m.1., J, ') &: 56.1 (2C), 105.3, 108.3 (2C), 133.7, 139.2, 140.2, 162.9 (2C); D
MC, m/z (%): 209 (M*, 100), 162 (42), 91 (28), 77 (27), 133 (25), 148 (24), 89 (20), 119 (18), 63
(16), 210 (16); snemenTHbiii anaim3 CioH11NOs (%): Berumcneno C 57.41, H 5.30, N 6.70;
Hatineno C 57.18, H 5.14, N 6.51.

1-(2,3-numeroxcudennn)-2-amunodran (46). Beixon 53%; T. kmm. 261-262 °C; ‘H SAMP
(CD30OD, 6, m.1., J, I'm) 6: 2.73-2.80 (m, 2H), 2.80-2.87 (m, 2H), 3.80 (c, 3H), 3.82 (c, 3H), 6.78
(mm, J=8.0, 1.4, 1H), 6.87 (mx, J=8.0, 1.4, 1H), 6.99 (1, 3J=8.0, 1H); 13C SAMP (CD3OD, §, m.1., J,
I'm) &: 34.6, 43.6, 56.1, 61.3, 112.2, 123.4, 125.2, 134.4, 148.7, 154.2; UD MC, m/z (%): 181 (M™),
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150 (100), 152 (80), 137 (46), 91 (46), 136 (33), 149 (23), 65 (23), 151 (21); 77 (20), 109 (13);
yjeMeHTHBI aHanu3 C1oH1sNO2 (%): Beruucieno C 66.27, H 8.34, N 7.73; naitneno C 66.06, H
8.25, N 7.56.

1-(2,4-numeToxcudennn)-2-amunodtan (47). Beixon 57%; 1. mr. 105-107 °C; *H IMP (CD3s0D,

8, m.a., J, T) &: 2.69 (1, 3J=7.2, 2H), 2.79 (1, 3J=7.2 , 2H), 3.77 (c, 3H), 3.79 (c, 3H), 6.44 (x,
3)=8.2, 1H), 6.51 (c, 1H), 7.02 (x, %J=8.2, 1H); 13C SIMP (CD30OD, §, m.1., J, I'm) &: 34.2, 42.9,
55.8 (2C), 99.4, 105.6, 121.1, 131.8, 159.9 , 161.2; I3 MC, m/z (%): 181 (M™), 152 (100), 151
(96), 121 (77), 91 (37), 77 (25), 153 (21), 78 (18), 65 (14), 181 (12), 122 (10); 31eMeHTHBIii
anaiu3 C1o0H1sNO2 (%): Beruncieno C 66.27, H 8.34, N 7.73; naiineno C 66.17, H 8.30, N 7.66.
1-(2,6-numeroxcudenni)-2-amunodtTan (48). Beixon 61%; T. mn. 118-120 °C; 'H SIMP (CD3s0D,
3, M., J, I'm) 8: 2.70-2.76 (M, 2H), 2.79-2.86 (M, 2H), 3.79 (c, 6H), 6.60 (x, 3J=8.4, 2H), 7.15 (T,
3)=8.4, 1H); 3C AAMP (CD30D, 8, m.x., J, I'nm) &: 27.5, 42.2, 56.1 (2C), 104.7 (2C), 116.8, 128.6,
159.9 (2C); ID MC, m/z (%): 181 (M™), 152 (100), 91 (75), 151 (50), 121 (30), 153 (25), 77 (25),
65 (19), 137 (15), 106 (15), 93 (15); snemenThbIii anaau3 C10H15sNO2(%): Beruncieno C 66.27, H
8.34, N 7.73; natineno C 66.21, H 8.32, N 7.69.

1-(3,4-mumeTokcudennn)-2-amuaodTad (49). Beixox 54%; 1. . 154-156 °C (. [97] T.
155-156 °C); 'H SIMP (CD30D, §, m.x1., J, T'm) &: 2.74 (r, 3J=7.2, 2H), 2.92 (t, 3J=7.2, 2H), 3.82 (c,
3H), 3.84 (c, 3H), 6.79 (1, 3J=8.1, 1H), 6.85 (c, 1H), 6.91 (x, 3J=8.1, 1H); 13C SIMP (CD3OD, §,
m.a., J, I'm) 6: 38.7, 43.9, 56.5, 56.6, 113.4, 113.8, 122.2, 133.4, 149.2, 150.5; U9 MC, m/z (%):
181 (M*), 152 (100), 151 (47), 30 (25), 137 (22), 107 (15), 181 (10), 153 (10), 65 (8), 91 (8), 78
(8); raiemenTHbIii anam3 C1o0H15NO2 (%): Beruucieno C 66.27, H 8.34, N 7.73; naiineno C 66.09,
H 8.25, N 7.57

1-(3,5-aumeroxcupenn)-2-amunodran (50). Beixon 54%; 1. m. 95-97 °C; 'H AIMP (CD30D, 6,
M.1., J, T') 8: 2.69 (1, 3J=7.2, 2H), 2.86 (1, 3J=7.2, 2H), 3.76 (c, 6H), 6.34 (c, 1H), 6.39 (c, 2H); 13C
SAMP (CD30D, 6, m.x., J, ') 8: 40.4, 44.0, 55.7 (2C), 99.2, 107.8 (2C), 143.3, 162.5 (2C); D
MC, m/z (%): 181 (M™), 152 (100), 181 (17), 153 (15), 91 (14), 77 (13), 151 (12), 123 (11), 78
(10), 65 (9), 121 (9); raemenTHbIii anaau3 CioH15NO2 (%): Beruucneno C 66.27, H 8.34, N 7.73;
Haiineno C, 66.12; H, 8.27; N, 7.58.
N-(2-meTokcuden3nnanaen)-N-(2,3-mumeroxkcudennna)rranamun (57). U3 MC, m/z (%): 299
(M™), 268 (100), 121 (93), 148 (86), 269 (49), 91 (37), 133 (18), 77 (16), 105 (16), 149 (15), 136
(14); B3P MCBP ([M + H]*, m/z): u3amepeno 300.1601, pacunrano 300.1594, A = —2.41 ppm,
C18H21NO:s.

N-(2-meTokcuden3mianaen)-N-(2,4-mumerokcudenna)rranamun (58). U3 MC, m/z (%): 299
(M™), 151 (100), 121 (92), 148 (88), 268 (61), 91 (37), 152 (26), 77 (20), 78 (16), 149 (15), 269
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(14); ©OP MCBP ([M+H]*, m/z): usmepeno 300.1601, pacumurano 300.1594, A = —2.41 ppm,
C18H21NO:a.

N-(2-meToxkcudensuinaen)-N-(2,6-mumerokcudenmn)dranamun (59). U3 MC, m/z (%): 299
(M™), 148 (100), 268 (98), 121 (92), 91 (54), 151 (37), 269 (30), 149 (24), 133 (18), 77 (18), 105
(16); ©OP MCBP ([M+H]*, m/z): usmepeno 300.1600, pacumurano 300.1594, A = —2.06 ppm,
C18H21NO:s.

N-(2-meToxcudensuinaen)-N-(3,4-numerokcudenumn)dranamun (60). U3 MC, m/z (%): 299
(M™), 148 (100), 121 (96), 151 (56), 299 (36), 91 (30), 149 (27), 133 (18), 105 (16), 77 (16), 78
(15); AP MCBP ([M+H]", m/z): usmepeno 300.1599, pacumrano 300.1594, A = —1.7 ppm,
C18H21NO:s.

N-(2-meTokcudensuinaen)-N-(3,5-numerokcudenmn)dranamun (61). U3 MC, m/z (%): 299
(M*), 148 (100), 121 (80), 91 (25), 192 (23), 119 (15), 149 (14), 299 (14), 77 (13), 166 (12), 133
(12); A9P MCBP ([M+H]", m/z): usmepeno 300.1601, pacumrano 300.1594, A = —2.4 ppm,
C18H21NO:s.

N-(2,3-numeroxcudenni)-N-(2-(tpudpropmerokcn)oensuiuaen)dranamun (62). U3 MC, m/z
(%): 353 (M™), 322 (100), 175 (64), 202 (37), 323 (24), 136 (17), 91 (12), 109 (11), 77 (8), 176 (6),
78 (6); ©OP MCBP ([M+H]*, m/z): usmepeno 354.1306, pacumrano 354.1312, A = 1.53 ppm,
C1sH18F3NOa.

N-(2,4-mumeTtoxcudenni)-N-(2-(tpudropmeroxcn)densuiauaer)dranamun (63). U3 MC, m/z
(%): 353 (M™), 151 (100), 121 (26), 175 (18), 152 (11), 91 (11), 77 (10), 78 (7), 202 (6), 109 (6),
353 (5); 9P MCBP ([M+H]*, m/z): usmepeno 354.1312, pacuurano 354.1312, A = —0.14 ppm,
C1sH18F3NOa.

N-(2,6-numerokcudpenni)-N-(2-(rpudpropmerokcn)densmimnaen)dranamun (64). U3 MC, m/z
(%): 353 (M™), 151 (100), 322 (73), 175 (51), 202 (33), 91 (33), 323 (15), 77 (12), 152 (11), 109
(11), 78 (8); UOP MCBP ([M+H]*, m/z): usmepeno 354.1315, pacuurano 354.1312, A = —0.86
ppm, C1gH18F3NO3.

N-(3,4-numetokcupenni)-N-(2-(rpudropmeroxcn)densmimnaen)dranamun (65). U3 MC, m/z
(%): 353 (M™), 151 (100), 175 (46), 202 (35), 353 (24), 152 (13), 107 (11), 109 (9), 77 (7), 78 (7),
106 (6); UOP MCBP ([M+H]", m/z): usmepeno 354.1311, pacuurano 354.1312, A = 0.01 ppm,
C1sH18F3NOs.

N-(3,5-numeroxcupenni)-N-(2-(tpudpropmeroxcn)den3ninuaer)rtanamun (66). U9 MC, m/z
(%): 353 (M™), 175 (100), 202 (86), 353 (26), 192 (25), 166 (23), 109 (19), 77 (13), 78 (10), 151
(10), 176 (10); ©OP MCBP ([M+H]", m/z): usmepeno 354.1323, pacunrano 354.1312, A = —3.1
ppm, C1gH18F3NO:3.
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N-(2,3-numeroxcudenni)-N-(2-propoensuangen)syranamun (67). U3 MC, m/z (%): 287 (M"),
256 (100), 109 (60), 136 (51), 257 (20), 91 (12), 107 (8), 135 (8), 65 (6), 108 (6), 77 (5); UIP
MCBP ([M+H]", m/z): usmepeno 288.1396, pacuurano 288.1394, A = —0.52 ppm, C17H1sFNOs.
N-(2,4-numeroxcudenni)-N-(2-propoensuangen)syranamun (68). U3 MC, m/z (%): 287 (M™),
151 (100), 109 (28), 121 (28), 91 (12), 152 (10), 136 (9), 77 (8), 108 (7), 78 (7), 107 (7); ADP
MCBP ([M+H]", m/z): usmepeno 288.1393, pacuurano 288.1394, A = 0.59 ppm, C17H1sFNO;.
N-(2,6-qumerokcudpennn)-N-(2-propéensuauaen)sranamun (69). U3 MC, m/z (%): 287 (M™),
151 (100), 256 (78), 109 (62), 136 (43), 91 (39), 257 (15), 77 (11), 107 (11), 108 (11), 152 (11);
HUIP MCBP ([M+H]*, m/z): usmepeno 288.1394, pacuurano 288.1394, A = 0.1 ppm, Ci17H1sFNO:.
N-(3,4-numerokcudennn)-N-(2-propéensuauaen)sranamun (70). U3 MC, m/z (%): 287 (M™),
151 (100), 109 (51), 136 (35), 287 (18), 107 (15), 152 (10), 108 (8), 135 (7), 106 (6), 78 (6); UOP
MCBP ([M+H]", m/z): usmepeno 288.1395, pacunrano 288.1394, A = —0.28 ppm, C17H18FNOs.
N-(3,5-1umeroxcupenni)-N-(2-propoensnmuaen)dranamun (71). U3 MC, m/z (%): 287 (M™),
109 (100), 136 (94), 192 (30), 287 (29), 166 (17), 137 (11), 77 (10), 108 (10), 151 (9), 91 (9); UOP
MCBP ([M+H]*, m/z): usmepen0288.1398, pacuurano 288.1394, A = —1.15 ppm, C17H1sFNO».
N-(2,3-numeroxcudenni)-N-(2-xaopoensmmmaen)sranamun (72). U3 MC, m/z (%): 303 (M™),
272 (100), 125 (64), 152 (37), 274 (36), 127 (22), 136 (19), 273 (19), 91 (18), 89 (16), 154 (13);
HUOP MCBP ([M + H]*, m/z): usmepeno304.1096, pacuurano 304.1099, A = 0.88 ppm,
C17H18CINO:..

N-(2,4-numeroxcudenni)-N-(2-xaopoensmmmaen)sranamun (73). U3 MC, m/z (%): 303 (M™),
151 (100), 121 (25), 125 (18), 152 (16), 91 (11), 89 (9), 77 (8), 127 (6), 78 (6), 90 (4); ©UDP MCBP
(IM + H]", m/z): usmepeno 304.1099, pacunrano 304.1099, A =-0.11 ppm, C17H18CINO;.
N-(2,6-numeroxcudenni)-N-(2-xaopoensmmmaen)sranamun (74). U3 MC, m/z (%): 303 (M™),
151 (100), 272 (66), 125 (42), 152 (36), 91 (33), 274 (23), 127 (14), 89 (14), 273 (12), 77 (10);
HUOP MCBP ([M + H]*, m/z): usmepeno 304.1100, pacumrano 304.1099, A = 0.30 ppm,
C17H18CINO:..

N-(3,4-numeroxcudenni)-N-(2-xaopoensmmmaen)yranamun (75). U3 MC, m/z (%): 303 (M™),
151 (100), 125 (38), 152 (33), 303 (14), 127 (13), 89 (12), 107 (11), 154 (8), 90 (7), 77 (7); UOP
MCBP ([M + H]", m/z): usmepeno 304.1099, pacuurano 304.1099, A = 0.24 ppm, C17H1sCINO;.
N-(3,5-numeroxcudenni)-N-(2-xaopéensnmuaen)sranamun (76). U3 MC, m/z (%): 303 (M™),
125 (100), 152 (79), 192 (37), 127 (34), 154 (26), 166 (25), 89 (23), 303 (17), 77 (16), 151 (14);
HUOP MCBP ([M + H]', m/z): mwsmepeno 304.1106, pacumrano 304.1099, A = -2.5 ppm,
C17H18CINO:..

N-(2-6pomben3nanaen)-N-(2,3-numerokcudenun)sranamun (77). U3 MC, m/z (%): 347/349
(M™), 316 (100), 318 (98), 169 (56), 171 (55), 196 (36), 198 (35), 91 (25), 136 (25), 90 (24), 89
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(22); UOP MCBP ([M + H]*, m/z): usmepeno 348.0596 / 350.0581, pacumrano 348.0594 /
350.0575, A =-0.66 / -1.70 ppm, C17H18BrNO>.
N-(2-opomoensuianaen)-N-(2,4-numeroxcudenna)dytanamun (78). U3 MC, m/z (%): 347/349
(M*), 151 (100), 121 (27), 152 (15), 91 (11), 169 (11), 171 (11), 89 (10), 90 (9), 77 (8), 78 (5);
HUIP MCBP ([M + H]", m/z): usmepeno 348.0592 / 350.0577, pacuurano 348.0594 / 350.0575, A =
0.41/-0.54 ppm, C17H1sBrNO:..

N-(2-opomoen3uianaen)-N-(2,6-numeroxcudenna)dytanamun (79). U3 MC, m/z (%): 347/349
(M™), 151 (100), 91 (42), 316 (37), 318 (36), 169 (30), 171 (29), 89 (20), 90 (19), 196 (17), 198
(16); UOP MCBP ([M + H]*, m/z): usmepeno 348.0594 / 350.0578, pacumrano 348.0594 /
350.0575, A =-0.18/ -0.88, C17H1sBrNO:.
N-(2-opomoensuiauaen)-N-(3,4-numeroxcudenna)dytanamun (80). U3 MC, m/z (%): 347/349
(M™), 151 (100), 169 (23), 171 (23), 196 (20), 198 (19), 90 (13), 347 (3), 349 (13), 152 (12), 89
(11); UOP MCBP ([M + H]*, m/z): usmepeno 348.0592 / 350.0565, pacumrano 348.0594 /
350.0575, A =0.45/ 2.86, C17H1sBrNO:.
N-(2-6pomben3nanaen)-N-(3,5-1umerokcudennia)itanamun (81). U3 MC, m/z (%): 347/349
(M™), 169 (100), 171 (98), 196 (94), 198 (92), 192 (78), 166 (52), 90 (42), 89 (37), 91 (26), 77 (26);
HUIP MCBP ([M + H]", m/z): usmepeno 348.0601/ 350.0580, pacuurano 348.0594 / 350.0575, A =
-2.17 1 -1.94, C17H1sBrNO:s.

N-(2-ruapoxcudenzuaunen)-N-(2,3-mumerokcudenun)itanamun (82). U3 MC, m/z (%): 285
(M™), 134 (100), 107 (89), 254 (56), 77 (26), 91 (19), 136 (17), 135 (15), 285 (12), 78 (11), 255
(11); AP MCBP ([M+H]*, m/z): usmepeno 286.1444, pacumrano 286.1438, A = —2.21 ppm,
C17H19NO:s.

N-(2-ruapoxcudenzuanaen)-N-(2,4-mumerokcudenun)itanamun (83). U9 MC, m/z (%): 285
(M™), 151 (100), 121 (44), 285 (41), 134 (37), 107 (33), 152 (25), 77 (20), 91 (18), 78 (11), 286 (8);
HUOP MCBP ([M+H]*, m/z): usmepeno 286.1443, pacuurano 286.1438, A = —1.98 ppm,
C17H19NO:s.

N-(2-ruapoxcubdenzuannen)-N-(2,6-numerokcudernun)itanamun (84). U3 MC, m/z (%): 285
(M™), 134 (100), 151 (96), 107 (63), 285 (52), 91 (42), 77 (23), 164 (19), 254 (17), 135 (13), 152
(12); AP MCBP ([M+H]*, m/z): usmepeno 286.1442, pacumrano 286.1438, A = —1.55 ppm,
C17H19NO:s.

N-(2-ruapoxcudensunnaen)-N-(3,4-mumerokcudenmn)dranamun (85). U9 MC, m/z (%): 285
(M™), 151 (100), 134 (88), 107 (62), 285 (32), 77 (16), 152 (14), 135 (13), 164 (11), 78 (8), 106 (8);
HUOP MCBP ([M+H]*, m/z): usmepeno 286.1445, pacuurano 286.1438, A = —2.42 ppm,
C17H19NO:s.
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N-(2-ruapoxcudensunnaen)-N-(3,5-numerokcudenmn)dranamun (86). U3 MC, m/z (%): 285
(M™), 134 (100), 107 (81), 192 (79), 77 (23), 285 (20), 135 (14), 193 (11), 78 (10), 284 (10), 91
(10); ©OP MCBP ([M+H]*, m/z): usmepeno 286.1444, pacuurano 286.1438, A = —2.35 ppm,
C17H19NO:a.

N-(2-meTokcndensui)-2-(2,3-numeroxkcudennia)itanamuia ruapoxsiopua (23H-NBOMe) (2).
Beixon 87%; 1. mn. 156-158 °C; *H AMP (CD3OD, 6, m.x., J, I'n) &: 3.02-3.11 (M, 2H), 3.17-3.26
(M, 2H), 3.84 (c, 3H), 3.87 (c, 3H), 3.90 (c, 3H), 4.26 (c, 2H), 6.85 (an, J=7.6, 1.2, 1H), 6.95-7.13
(M, 4H), 7.38-7.50 (m, 2H); *C SIMP (CD30D, 8, m.x., J, I'n) &: 28.2, 48.1, 48.8; 56.2, 56.3, 61.2,
112.1,113.4, 120.3, 122.1, 123.3, 125.7, 131.2, 132.7 (2C), 148.7, 154.3, 159.4; 13 MC, m/z (%):
301 (M™), 121 (100), 150 (45), 91 (30), 122 (9), 270 (7), 65 (6), 151 (5), 136 (5), 77 (3), 93 (3);
HUOP MCBP ([M+H]", m/z): m3mepeno 302.1753, pacumrano 302.1751, A = —0.75 ppm,
C18H23NO3; asiementhbIii ananu3 CigH23NO3-HCI (%): Beruuciieno C 63.99, H 7.16, Cl 10.49, N
4.15; naiineno C 63.78, H 7.07, Cl 10.48, N 4.09.
N-(2-meTokcudensui)-2-(2,4-numerokcudenma)iTanamuia ruapoxyopua (24H-NBOMe) (3).
Beixon 75%; 1. mn. 122-124 °C; *H AMP (CD30D, 6, m.x., J, I'n) &: 2.94-3.04 (M, 2H), 3.13-3.23
(M, 2H), 3.80 (c, 3H), 3.81 (c, 3H), 3.89 (c, 3H), 4.24 (c, 2H), 6.51 (x, %J=8.2, 1H), 6.56 (c, 1H),
7.03 (1, 3J=7.6, 1H), 7.07-7.15 (v, 2H; H-6), 7.41 (n, %J=7.6, 1H), 7.43-7.50 (M, 1H); 13C SIMP
(CDsOD, 3, m.n., J, I'y) 6: 27.8, 48.0, 48.3; 55.9 (2 (OCH3)), 56.2, 99.7, 106.0, 112.1, 117.8, 120.4,
122.1, 132.1, 132.7, 132.8, 159.3, 159.9, 162.1; ©D MC, m/z (%): 301 (M™), 121 (100), 150 (36),
91 (27), 152 (20), 151 (12), 122 (8), 65 (5), 77 (4), 78 (4), 93 (2); UOP MCBP ([M+H]", m/z):
u3mepero 302.1759, pacumrano 302.1751, A = —2.77 ppm, CigH23NOs3; 3/1eMeHTHBIN aHAJIM3
C18H23NO3-HCI (%): Beramcneno C 63.99, H 7.16, Cl 10.49, N 4.15; naiineno C 63.79, H 7.11, ClI
10.48, N 4.08.

N-(2-meTokcudensnn)-2-(2,6-mumerokcudennia)iTanamuna ruapoxiaopua (26H-NBOMe) (4).
Beixon 76%; 1. mn. 112-114 °C; *H SIMP (CDs30D, 6, m.x., J, I') &: 3.06-3.15 (M, 4H), 3.83 (c,
6H), 3.87 (c, 3H,), 4.25 (c, 2H), 6.68 (1, 3J=8.4, 2H), 7.03 (1, 3J=7.6, 1H), 7.09 (&, 3J=8.2, 1H), 7.26
(t, 3J=8.4, 1H), 7.39 (x, 3J=7.6, 1H), 7.42-7.49 (M, 1H); 13C NMR (CD30D, §, m.x1., J, T'my) §: 20.8,
47.4,47.9; 56.3 (3C), 105.0, 112.1, 113.2, 120.4, 122.1, 130.1, 132.7, 132.8, 159.3, 159.7 (2C); 13
MC, m/z (%): 301 (M*), 121 (100), 150 (47), 91 (35), 151 (9), 122 (9), 65 (5), 77 (4), 93 (4), 78
(3), 92 (3); P MCBP ([M+H]*, m/z): usmepeno 302.1755, pacunrtano 302.1751, A = —1.48 ppm,
C18H23NO3; ssemenTHbIii anamn3 CigH23NO3z-HCI (%): Beruucineno C 63.99, H 7.16, Cl 10.49, N
4.15; naiineno C 63.82, H 7.07, C1 10.49, N 4.09.
N-(2-meTokcudensui)-2-(3,4-numerokcudenna)itanamuia ruapoxyopua (34H-NBOMe) (5).
Beixon 81%; 7. . 153-155 °C (yar. [71] 1. . 152-154 °C); 'H SIMP (CD30D, §, m.x1., J, ') &:
2.93-3.09 (M, 2H), 3.21-3.31 (M, 2H), 3.82 (c, 3H), 3.84 (c, 3H), 3.89 (c, 3H), 4.26 (c, 2H), 6.85 (x,
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3)=8.1, 1H), 6.89-6.97 m, 2H), 7.03 (t, 3J=7.6, 1H), 7.10 (n, 3J=8.2, 1H), 7.39-7.51 (m, 2H); 13C
SIMP (CD30OD, 8, m.1., J, T'tr) 8: 32.6, 48.1, 49.7; 56.2, 56.6 (2C), 112.1, 113.5, 113.8, 120.4, 122.1,
122.3, 130.5, 132.7, 132.8, 149.8, 150.9, 159.4; ©D MC, m/z (%): 301 (M™), 121 (100), 150 (45),
91 (28), 151 (13), 152 (11), 122 (9), 65 (5), 107 (4), 78 (4), 77 (3); UDP MCBP ([M+H]*, m/z):
u3mepeHo 302.1755, pacumrano 302.1751, A = —1.36 ppm, CigH23NOs3; 3j1emeHTHBIN aHAJIM3
C18H23NO3-HCI (%): Berumcaeno C 63.99, H 7.16, Cl 10.49, N 4.15, naiineno C 63.90, H 7.14, CI
10.48, N 4.14.

N-(2-meTokcndensui)-2-(3,5-numeroxkcudennia)itanamuaa ruapoxyiopua (35H-NBOMe) (6).
Broixon 84%; 1. mn. 157-158 °C; 'H SIMP (CD3OD, §, m.x., J, ') §: 2.96-3.05 (M, 2H), 3.21-3.31
(M, 2H), 3.78 (c, 6H), 3.89 (c, 3H), 4.26 (c, 2H), 6.41 (c, 1H), 6.47 (c, 2H), 7.03 (1, %J=7.6, 1H),
7.09 (z, 3=8.2, 1H), 7.38-7.52 (M, 2H); 13C SIMP (CD3sOD, &, m.z1., J, T'n) &: 33.3, 48.1, 49.4; 55.9
(2C), 56.2, 100.1, 107.9, 112.1, 120.3, 122.1, 132.8, 140.1, 159.4, 162.8 (2C); U9 MC, m/z (%):
301 (M™), 121 (100), 150 (47), 91 (29), 122 (9), 151 (7), 65 (5), 77 (4), 136 (4), 78 (3), 148 (3);
HUOP MCBP ([M+H]*, m/z): usmepeno 302.1753, pacumrano 302.1751, A = —0.73 ppm,
C18H23NO3; saementhbiii anaau3 CigH23NO3-HCI (%): Beuucieno C 63.99, H 7.16, Cl 10.49, N
4.15; naiineno C 63.93, H 7.11, C1 10.42, N 4.15.
2-(2,3-numeTtoxcudenni)-N-(2-(tpudpropmerokcn)densnia)dTanamMmuia  ruapoxyopua  (23H-
NBOMe(F)) (8). Beixox 95%; T. mi. 112-113 °C; 'H SIMP (CD3sOD, 6, m.x., J, ') J, ppm: 3.07-
3.14 (M, 2H), 3.25-3.33 (M, 2H), 3.85 (c, 3H), 3.86 (c, 3H), 4.39 (c, 2H), 6.88 (ax, 3J=7.6 / 4J=1.3,
1H), 6.98 (a1, 3J=8.2 / 4J=1.4, 1H), 7.03-7.09 (m, 1H), 7.44-7.53 (M, 2H), 7.60 (T, 3J=8.1 / 4J=1.7,
1H), 7.77 (an, 2J=7.6 / 4J=1.5, 1H); 13C AMP (CD30D, §, m.1., J, ') 6, ppm: 28.19, 46.16, 49.31,
56.32, 61.22, 113.39, 119.34 (n, Ncr = 257.9), 121.64 (1, “Jc-r = 1.3), 123.19, 125.41 (n, 3Jc-F =
66.3), 125.66, 128.92, 130.99, 132.81, 133.25, 148.64, 149.11, 154.29; 1°F SIMP (CDs0D, §, m.x.,
J, T) 6, ppm: —58.65 (3F); I MC, m/z (%): 355 (M™), 175 (100), 204 (85), 109 (55), 91 (13),
136 (9), 176 (9), 83 (9), 324 (9), 205 (8), 77 (7); ©OP MCBP ([M+H]", m/z): usmepeno 356.1474,
pacuutano 356.1468, A = —1.54 ppm, C1gH20F3NO:s.
2-(2,4-numeTtoxcudenni)-N-(2-(tpudropmeroxcn)den3min)diTanaMmuaa  ruapoxjopun  (24H-
NBOMe(F)) (9). Beixox 94%; 1. 1. 92-94 °C; *H AMP (CD30D, §, m.x., J, T'n) 6, ppm: 2.98-3.05
(M, 2H), 3.21-3.29 (M, 2H), 3.80 (c, 3H), 3.84 (c, 3H), 4.36 (c, 2H), 6.51 (1, 3J=8.4 / 4J=2.4, 1H),
6.57 (m, 2J=2.4, 1H), 7.14 (n, 3J=8.4, 1H), 7.43-7.53 (m, 2H), 7.61 (tn, 3J=7.8 / 4J=1.6, 1H), 7.74
(nn, 3J=7.6 / 4J=2.4, 1H); 3C SIMP (CD3OD, §, m.x1., J, I'm) 6, ppm: 27.94, 46.10, 48.85, 55.89,
55.92, 99.63, 105.98, 117.65, 121.62 (1, “Jc-r = 1.2), 121.89 (1, c.r = 258.9), 125.43 (1, Jc-r =
62.7), 128.90, 132.03, 132.80, 133.22, 149.13 (x, “Jc-¢r = 1.0), 159.88, 162.16; °F SIMP (CD30OD, §,
m.11., J, T'm)) 6, ppm: —58.67 (3F); U3 MC, m/z (%): 355 (M™), 175 (100), 152 (82), 204 (70), 109
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(48), 151 (17), 121 (13), 176 (10), 153 (9), 91 (9), 205 (8); ©UDP MCBP ([M+H]*, m/z): usmepero
356.1479, pacuurano 356.1468, A = —2.95ppm, C1gH20F3NO:s.
2-(2,6-numeroxcudenni)-N-(2-(tpudpropmerokcn)oeH3mia)dTanaMuHa  ruapoxJopua  (26H-
NBOMe(F)) (10). Beixox 94%; 1. m1. 169-171 °C; 'H AIMP (CDsOD, 8, m.x., J, ') &, ppm: 3.10-
3.22 (m, 4H), 3.85 (c, 6H), 4.37 (c, 2H), 6.68 (n, *J=8.4, 2H), 7.26 (t, 3J=8.4, 1H), 7.44-7.54 (M,
2H), 7.57-7.64 (M, 1H), 7.72 (z, 4J=7.6, 1H); 3C SIMP (CDsOD, §, m.x., J, I'm) 5, ppm: 20.85,
45.98, 47.95, 56.28 (2C), 104.99 (2C), 113.04, 121.64 (n, *Jc-r = 1.6),121.90 (n, YJcr = 258.9),
125.42 (1, *Jc-F = 64.5), 128.90, 130.04, 132.78, 133.09, 149.13, 159.74 (2C); 1°F AMP (CD30D, 3,
M., J, T') d, ppm: —58.69 (3F); ©D MC, m/z (%): 355 (M™), 175 (100), 204 (81), 109 (54), 152
(28), 91 (22), 77 (9), 151 (9), 176 (9), 83 (9), 205 (8); UIP MCBP ([M+H]", m/z): usmepeno
356.1474, pacuntano 356.1468, A = —1.69 ppm, C1gH20F3NOs.
2-(3,4-numeTtoxcudennia)-N-(2-(tpudpropmerokcn)densnia)dTanamuia  ruapoxyopua  (34H-
NBOMe(F)) (11). Beixox 77%; 1. . 78-80 °C; *H AMP (CD3OD, §, m.x., J, I'n) J, ppm: 3.01-
3.08 (M, 2H), 3.29-3.38 (M, 2H), 3.82 (c, 3H), 3.85 (c, 3H), 4.37 (c, 2H), 6.86 (ux, 3J=8.0 / 4J=2.0,
1H), 6.90-6.97 (M, 2H), 7.43-7.53 (M, 2H), 7.57-7.66 (v, 1H), 7.77 (ax, 3J=7.6 / 4J=1.6, 1H); 13C
SIMP (CD30OD, 6, m.x., J, I'm) 9, ppm: 32.79, 46.26, 50.32; 56.58 (2C), 113.49, 113.75, 121.62 (x,
“Jc-r = 1.3), 121.90 (m, Nc-r = 258.8), 122.23, 125.46 (n, %Jcr = 57.7), 128.90, 130.46, 132.81,
133.31, 149.11 (n, “Jc-r = 1.2), 149.82, 150.86; °F AMP (CDs0D, §, m.x1., J, I'r) 6, ppm: —58.69
(3F); I3 MC, m/z (%): 355 (M™), 175 (100), 204 (72), 109 (48), 152 (46), 151 (15), 176 (9), 205
(8), 107 (7), 83 (6), 78 (5); UIP MCBP ([M+H]*, m/z): usmepeno 356.1476, pacuurano 356.1468,
A =-2.23 ppm, C1gH20F3NO3.
2-(3,5-numeroxcudenna)-N-(2-(tpudpropmerokcn)densna)dTanamuia  ruapoxyopua  (35H-
NBOMe(F)) (12). Beixon 81%; T. . 139-140 °C; 'H AMP (CDsOD, §, m.x., J, ') 6, ppm: 3.01-
3.08 (M, 2H), 3.32-3.38 (m, 2H), 3.79 (c, 6H), 4.37 (c, 2H), 6.41 (1, 4J=2.2, 1H), 6.49 (x, *J=2.2,
2H), 7.49-7.53 (m, 2H), 7.60 (tx, 3J=8.0 / 4J=1.6, 1H), 7.77 (ax, 3J=7.6 / *J=1.5, 1H); 1°C AMP
(CD30D, 6, m.1., J, T'm) 9, ppm: 33.41, 46.26, 50.01, 55.80 (2C), 100.10, 107.82 (2C), 121.62 (x,
Yer = 1.2), 121.89 (1, Yc-r = 258.0), 125.42 (1, 3Jcr = 64.7), 128.90, 132.83, 133.31, 139.91,
149.11 (n, “Jc-r = 1.0), 162.82 (2C); °F AMP (CD3OD, 3§, m.x., J, I'm) 6, ppm: —58.68 (3F); D
MC, m/z (%): 355 (M*), 175 (100), 204 (90), 109 (56), 152 (12), 205 (9), 77 (9), 176 (9), 83 (8), 91
(8), 78 (7); P MCBP ([M+H]", m/z): usmepeno 356.1469, pacunrtano 356.1468, A = —0.40 ppm,
C18H20F3NOsa.

2-(2,3-numeTtoxcupenni)-N-(2-¢propoensmi)dTanamuna ruapoxiaopuna (23H-NBF) (14). Beixon
87%; 1. 1. 153-155 °C; *H SIMP (CD30D, 8, m.x., J, I'y) 8, ppm: 3.05-3.14 (m, 2H), 3.23-3.31 (m,
2H), 3.85 (c, 3H), 3.86 (c, 3H), 4.36 (c, 2H), 6.87 (x, 3J=7.6, 1H), 6.97 (x, 3J=7.2, 1H), 7.05 (,
3)=8.0, 1H), 7.21-7.34 (m, 2H), 7.48-7.56 (M, 1H); 7.61-7.68 (M, 1H); 13C SIMP (CDsOD, §, m.1., J,
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I'n) J, ppm: 28.19, 45.48 (n, 3Jc.r = 4.0) , 49.05, 56.35, 61.25, 113.38, 116.97 (1, 2Jc-r = 21.5),
119.79 (n, 2Jc-r = 14.9), 123.23, 125.64, 126.24 (1, 3Jc-F = 3.7), 131.05, 133.30 (n, *Jcr = 8.3),
133.48 (1, “Jc-r = 2.8), 148.66, 154.28, 162.71 (1, 1Jc.F = 247.8); °F AIMP (CD30D, §, m.x., J, I'ir)
d, ppm: -117.96 (1F); ©3 MC, m/z (%): 289 (M™), 109 (100), 138 (71), 136 (8), 110 (8), 91 (8),
258 (8), 139 (7), 83 (6), 65 (4), 77 (3); UOP MCBP ([M+H]*, m/z): usmepeno 290.1552,
pacumntano 290.1551, A =—0.57 ppm, C17H20FNO..
2-(2,4-numeroxcudenni)-N-(2-¢propoensuin)dTanamuna ruapoxiaopua (24H-NBF) (15). Beixon
72%; . 1. 123-124 °C; 'H SIMP (CD30D, 6, m.x., J, T'y) J, ppm: 2.96-3.04 (M, 2H), 3.19-3.28 (m,
2H), 3.80 (c, 3H), 3.83 (c, 3H), 4.33 (c, 2H), 6.50 (mx 3J=8.2 / 4J=2.4, 1H), 6.56 (n, *J=2.4, 1H),
7.13 (m, 3J=8.2, 1H), 7.22-7.35 (m, 2H), 7.48-7.56 (v, 1H), 7.62 (x, 3J=7.6 / *J=1.6, 1H); 13C SIMP
(CD30OD, 8, m.x., J, I'm) J, ppm: 27.91, 45.45 (x, 3Jcr = 4.0), 48.67, 55.90, 55.93, 99.62, 105.96,
116.95 (m, 2Jc-r = 21.6), 117.73, 119.85 (1, 2Jcr = 14.8), 126.21 (1, 3Jc-r = 3.7), 132.04, 133.27 (x,
3)cF=8.4), 133.42 (n, “Jcr = 2.8), 159.90, 162.13, 162.72 (1, Jc-r = 247.8); 1°F AMP (CD30D, 3,
m.a., J, T'm) 6, ppm: -118.31 (1F); U3 MC, m/z (%): 289 (M™), 109 (100), 138 (53), 152 (46), 151
(11), 121 (8), 110 (8), 91 (6), 83 (6), 77 (5), 139 (5); HOP MCBP ([M+H]*, m/z): usmepeno
290.1553, pacuurtano 290.1551, A =-0.79 ppm, C17H20FNO:..
2-(2,6-numeTtoxcudenn)-N-(2-propdensmin)ITanamuna ruapoxopun (26H-NBF) (16). Beixon
83%; 1. 1. 118-120 °C; 'H AMP (CD30D, 6, m.x., J, T'r) 6, ppm: 3.06-3.22 (M, 4H), 3.85 (c, 6H),
4.34 (c, 2H), 6.67 (z, 3J=8.4, 2H), 7.19-7.35 (M, 3H), 7.48-7.62 (v, 2H); 13C SIMP (CDsO0D, §, m.1.,
J, I'm)) J, ppm: 20.85, 45.38 (1, 3Jc-r = 3.9), 47.76; 56.26 (2C), 104.95 (2C), 113.07, 116.96 (1, 2Jc-r
= 21.5), 119.85 (n, 2Jcr = 14.7), 126.20 (n, 3Jc-r = 3.7), 130.01, 133.20 (x, 3Jcr = 8.4), 133.28 (u,
4Jc-r = 2.8), 159.75 (2C), 162.72 (m, Nc-r = 247.6); F AMP (CD30OD, &, m.x., J, I'm) J, ppm: -
118.16 (1F); 13 MC, m/z (%): 289 (M™), 109 (100), 138 (66), 152 (18), 91 (14), 110 (8), 139 (6),
83 (6), 151 (6), 77 (5), 65 (4); UOP MCBP ([M+H]*, m/z): usmepeno 290.1555, pacuurano
290.1551, A=-1.27 ppm, C17H20FNO>.

2-(3,4-mumeTtoxcudenni)-N-(2-propoensmn)ITanamuna ruapoxyopun (34H-NBF) (17). Beixon
82%; 1. 1. 163-165 °C; *H SIMP (CD30D, §, m.x., J, I'y) 8, ppm: 2.99-3.09 (m, 2H), 3.28-3.38 (M,
2H), 3.82 (c, 3H), 3.85 (c, 3H), 4.35 (c, 2H), 6.86 (1, 3J=8.0, 1H), 6.89-6.97 (v, 2H), 7.22-7.34 (M,
2H), 7.48-7.57 (m, 1H), 7.65 (11, 3J=7.6 / “J=1.6, 1H); 13C SIMP (CD3OD, 3, m.1., J, I'n) J, ppm:
32.76, 45.59 (1, 3Jc.r = 4.0), 50.13; 56.60 (2C), 113.50, 113.80, 116.96 (1, 2Jc-r = 21.5), 119.84 (x,
2)c-F = 14.8), 122.25, 126.23 (n, 3Jc-r = 3.7), 130.50, 133.32 (1, 3Jcr = 8.4), 133.50 (1, “Jcr = 2.7),
149.79, 150.84, 162.71 (1, YJc.r = 247.7); °F SIMP (CD3OD, §, m.x., J, I'n) 6, ppm: -118.04 (1F);
NI MC, m/z (%): 289 (M™), 109 (100), 138 (55), 152 (27), 151 (10), 110 (8), 107 (6), 83 (6), 139
(5), 136 (3), 77 (3); HOP MCBP ([M+H]*, m/z): usmepeno 290.1553, pacuurano 290.1551, A =
—0.87 ppm, C17H20FNO:..
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2-(3,5-numeTtokcupenni)-N-(2-¢propoensui)dTanamuna ruapoxiaopun (35H-NBF) (18). Beixon
77%; 1. 1. 126-128 °C; *H SIMP (CD30D, §, m.x., J, I'y) 8, ppm: 2.98-3.06 (m, 2H), 3.29-3.36 (M,
2H), 3.78 (c, 6H), 4.34 (c, 2H), 6.40 (1, 3J=2.2, 1H), 6.48 (n, 3J=2.2, 2H), 7.22-7.34 (m, 2H), 7.49-
7.56 (m, 1H), 7.64 (11, 3J=7.6 / 4J=1.6, 1H); 3C AMP (CD3OD, §, m.x1., J, T'1) 6, ppm: 33.40, 45.60
(1, 3Jcr = 4.0), 49.82; 56.87 (2C), 100.11, 107.85 (2C), 116.97 (n, 2Jcr = 21.4), 119.79 (n, 2Jcr =
14.8, 126.23 (1, 3Jc-r = 3.7), 133.33 (1, 3Jc-r = 8.4), 133.49 (1, ‘Jc-r = 2.8), 139.96, 162.71 (1, Jc-r
= 247.8), 162.80 (2C); °F SIMP (CDsOD, 6, m.x., J, ') 6, ppm: -118.14 (1F); U MC, m/z (%):
289 (M™), 109 (100), 138 (72), 152 (8), 110 (8), 139 (7), 83 (6), 77 (5), 91 (4), 151 (4), 78 (4);
HUIP MCBP ([M+H]*, m/z); usmepeno 290.1553, pacumrano 290.1551, A = —0.88 ppm,
C17H20FNO:2.

2-(2,3-numerokcudenni)-N-(2-xjaopoensua)itanamuia  ruapoxgopua  (23H-NBCI)  (20).
Beixon 87%; 1. m. 127-129°C; 'H SIMP (CDsOD, 8, m.x., J, I'n) &: 3.08-3.14 (M, 2H), 3.28-3.34
(M, 2H), 3.86 (c, 3H), 3.87 (c, 3H), 4.44 (c, 2H), 6.88 (un, J=7.6, 1.6 1H), 6.98 (nx, J=8.2, 1.2, 1H),
7.03-7.09 (m, 1H), 7.42-7.49 (m, 2H), 7.56 (ux, J=7.8, 1.2, 1H), 7.69 (ux, J=7.2, 2.0, 1H); 13C SIMP
(CD30D, b, m.x., J, I'm) &: 28.2, 49.3, 49.4, 56.3, 61.2, 113.4, 123.2, 125.7, 129.1, 130.6, 132.0,
131.2, 132.6, 133.3, 135.8, 148.6, 154.3; U2 MC, m/z (%): 305 (M™), 125 (100), 154 (86), 127
(34), 156 (27), 91 (15), 89 (10), 136 (8), 274 (8), 126 (8), 155 (8); UOP MCBP ([M+H]", m/z):
uzmepeno 306.1255, pacunrano 306.1255, A = 0.10 ppm, C17H20CINOz; 3/ieMeHTHBIN aHa/M3
C17H20CINO2-HCI (%): Beruncieno C 59.66, H 6.18, Cl 20.72, N 4.09; naiineno C 58.77, H 5.98,
Cl 20.26, N 3.92.

2-(2,4-numeTokcudenni)-N-(2-xsmopoen3min)dITanamuna  ruapoxyopua  (24H-NBCI)  (21).
Brixon 92%; T. mur. 105-107°C; 'H SIMP (CD30D, 8, m.x., J, I'i) 6, ppm: 2.98-3.06 (M, 2H), 3.23-
3.31 (m, 2H), 3.80 (c, 3H), 3.84 (c, 3H), 4.42 (c, 2H), 6.50 (ax, J=8.0, 2.4, 1H), 6.56 (1, J=2.4, 1H),
7.15 (n, J=8.4, 1H), 7.41-7.51 (m, 2H), 7.56 (nn, J=7.6, 2.0, 1H), 7.67 (um, J=7.2, 2.0, 1H); 13C
SIMP (CD30D, 6, m.a., J, I'm) o, ppm: 27.93, 48.89, 49.26; 55.92, 55.97, 99.64, 105.99, 117.70,
129.03, 130.63, 131.22, 132.08, 132.56, 133.25, 135.83, 159.89, 162.14; U3 MC, m/z (%): 305
(M™), 125 (100), 152 (69), 154 (68), 127 (35), 156 (22), 151 (19), 91 (13), 121 (13), 89 (11), 77
(10); 1OP MCBP ([M+H]", m/z): usmepeno 306.1260, pacuurano 306.1255, A = -1.43 ppm,
C17H20CINO2; saementuniii anamns Ci7H20CINO2-HCI (%): Beumciaeno C 59.66, H 6.18, ClI
20.72, N 4.09; naiineno C 58.57, H 5.99, Cl 20.16, N 3.96.
2-(2,6-numerokcudenni)-N-(2-xaopoen3ua)itanamuaa  ruapoxsopun  (26H-NBCI)  (22).
Brixon 79%; 1. . 129-133°C; H SIMP (CDsOD, §, m.a., J, T'n) §: 3.12-3.22 (M, 4H), 3.85 (c,
6H), 4.43 (c, 2H), 6.67 (x, J=8.4, 2H), 7.26 (1, J=8.0, 1H), 7.42-7.51 (M, 2H), 7.55 (n, J=7.6, 1H),
7.65 (mm, J=7.0, 2.0, 1H); °C SIMP (CDsOD, 3, m.x1., J, ') &: 20.9, 47.9, 49.1; 56.3 (2C), 105.0
(2C€), 113.1, 129.0, 130.0, 130.6, 131.2, 132.5, 133.2, 135.8, 159.7 (2C); U3 MC, m/z (%): 305
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(M™), 125 (100), 154 (82), 127 (31), 152 (28), 156 (26), 91 (25), 89 (11), 151 (10), 77 (8), 155 (8);
HUOP MCBP ([M+H]", m/z): usmepeno 306.1259, pacumrano 306.1255, A = -1.1 ppm,
C17H20CINO2; 3nementusnliii anaimu3 Ci7H20CINO2-HCI (%): Beruncneno C 59.66, H 6.18, ClI
20.72, N 4.09; naiineno C 58.82, H 5.90, Cl 20.32, N 3.85.
2-(3,4-numerokcudenni)-N-(2-xaopoensuia)itanamuaa  ruapoxgopua  (34H-NBCI)  (23).
Brixox 89%; 1. 1. 166-168°C; H SIMP (CDsOD) 4, ppm: 3.02-3.10 (M, 2H), 3.31-3.41 (M, 2H),
3.82 (c, 3H), 3.85 (c, 3H), 4.44 (c, 2H), 6.87 (un, J=8.4, 1H), 6.90-6.98 (M, 2H), 7.41-7.51 (m, 2H),
7.53-7.59 (M, 1H), 7.70 (an, J=7.0, 1.6, 1H); 3C SIMP (CDsOD) 6, ppm: 32.75, 49.42, 50.33; 56.62
(2(OCHz3)), 113.52, 113.82, 122.27, 129.04, 130.48, 130.62, 131.23, 132.61, 133.35, 135.84,
149.82, 150.86; 13 MC, m/z (%): 305 (M™), 125 (100), 154 (73), 152 (42), 127 (32), 156 (23), 151
(17), 89 (10), 91 (8), 126 (8), 107 (7); ©IP MCBP ([M+H]*, m/z): usmepeno 306.1259, pacunrano
306.1255, A =-1.06 ppm, C17H20CINO2; asiementHbIii anaau3 C17H20CINO2-HCI (%): BeruucieHo
C 59.66, H 6.18, C1 20.72, N 4.09; naiineno C 58.87, H 6.12, Cl 20.35, N 3.88.
2-(3,5-numerokcudennia)-N-(2-xaopoensua)itanamuia  ruapoxgopua  (35H-NBCI)  (24).
Beixon 79%; 1. mr. 149-150°C; *H SIMP (CDsOD, 6§, m.x., J, ') &: 3.02-3.08 (M, 2H), 3.32-3.41
(M, 2H), 3.79 (c, 6H), 4.43 (c, 2H), 6.40 (t, J=2.0, 1H), 6.50 (x, J=2.0, 2H), 7.41-7.51 (m, 2H), 7.55
(mum, J=7.8, 1.2, 1H), 7.70 (un, J=7.2, 2.0, 1H); 3C SIMP (CD3OD, §, m.x., J, T') 8: 33.4, 49.4,
50.0; 55.9 (2C), 100.1, 107.9 (2C), 129.0, 130.6, 131.2, 132.6, 133.4, 135.8, 140.0, 162.8 (2C); 1D
MC, m/z (%): 305 (M™), 125 (100), 154 (92), 127 (33), 156 (28), 152 (13), 91 (10), 89 (9), 155 (9),
77 (8), 126 (8); ©OP MCBP ([M+H]", m/z): usmepeno 306.1261, pacunrtano 306.1255, A = -1.98
ppm, C17H20CINO2; 3siementHbIii anamu3 C17H20CINO2-HCI (%): Beruuncneno C 59.66, H 6.18, ClI
20.72, N 4.09; naiineno C 58.49, H 5.80, Cl 20.33, N 3.79.
N-(2-6pombensmn)-2-(2,3-numerokcudenus)dITanamuna  ruapoxjopun  (23H-NBBr)  (26).
Beixon 92%; 1. . 114-116°C; *H SIMP (CDsOD, §, m.x., J, ') &: 3.08-3.14 (M, 2H), 3.29-3.36
(M, 2H), 3.86 (c, 3H), 3.87 (c, 3H), 4.45 (c, 2H), 6.88 (1, J=7.6, 1H), 6.98 (11, J=8.0, 1.2, 1H), 7.06
(1, J=8.0, 1H), 7.39 (tn, J=7.6, 1.2, 1H); 7.47-7.56 (M, 1H), 7.66-7.76 (M, 2H); 3C AMP (CD30OD,
o, m.a., J, I'm) &: 28.2, 49.3, 49.4, 56.3, 61.3, 113.4, 123.2, 125.7, 125.9, 129.7, 131.0, 132.4, 132.7,
133.1, 134.6, 148.6, 154.3; U3 MC, m/z (%): 349 / 351 (M™), 169 (100), 171 (97), 198 (96), 200
(91), 91 (42), 90 (23), 89 (19), 118 (19), 136 (18), 65 (15); ©UIP MCBP ([M+H]*, m/z): usmepeno
350.0756 / 352.0739, pacumrano 350.0750 / 352.0731, A = -1.63 / -2.20 ppm, Ci17H20BrNOy;
eMenTHBI aHam3 C17H20BrNO2-HCI (%): Beuuciaeno C 52.80, H 5.47, Br 20.66, Cl 9.17, N
3.62; naiineno C 52.67, H 5.33, Br 19.85, CI 8.82, N 3.38.
N-(2-6pomben3nn)-2-(2,4-numeTokcudeHnii)dITanamuaa  ruapoxyopun  (24H-NBBr)  (27).
Beixon 94%; 1. mn. 125-126°C; 'H IMP (CDsOD, §, m.x., J, I'm) 6, ppm: 2.98-3.08 (v, 2H), 3.26-
3.32 (M, 2H), 3.80 (c, 3H), 3.84 (c, 3H), 4.42 (c, 2H), 6.51 (nn, J=8.0, 2.4, 1H), 6.57 (m, J=2.0, 1H),
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7.15 (n, J=8.4, 1H), 7.39 (tn, J=7.4, 1.6, 1H), 7.50 (tx, J=7.4, 1.2, 1H), 7.67 (o, J=7.6, 2.4, 1H),
7.73 (nn, J=8.0, 1.2, 1H); BC AMP (CD30D, 9§, m.x., J, T'm) 6, ppm: 27.96, 48.94, 51.77; 55.92,
55.99, 99.65, 106.00, 117.69, 125.93, 129.64, 132.09, 132.43, 132.67, 133.12, 134.63, 159.89,
162.15; I3 MC, m/z (%): 349 / 351 (M*), 152 (100), 169 (73), 171 (71), 198 (55), 200 (52), 91
(30), 151 (28), 121 (20), 90 (18), 118 (16); UOP MCBP ([M+H]*, m/z): usmepeno 350.0756 /
352.0739, pacumrano 350.0750 / 352.0731, A = -1.76 / -2.11 ppm, C17H20BrNO2; 3;1eMeHTHbBI
anaiau3 C17H20BrNO2-HCI (%): Beruncieno C 52.80, H 5.47, Br 20.66, Cl 9.17, N 3.62; naiineno C
52.72, H 5.39, Br 19.99, CI 8.88, N 3.50.
N-(2-opom6en3ui)-2-(2,6-numerokcudennia)iTanamuia  ruapoxiaopua  (26H-NBBr)  (28).
Beixon 76%; 1. . 140-142°C; 'H AMP (CD30D, 3§, m.x., J, I'm) &: 3.12 (M, 4H), 3.86 (c, 6H),
4.44 (c, 2H), 6.68 (z, J=8.4, 2H), 7.26 (r, J=8.0, 1H), 7.39 (tna, J=8.0, 1.6, 1H), 7.50 (tx1, J=7.6, 1.2,
1H), 7.65 (nn, J=7.8, 1.2, 1H), 7.73 (nn, J=8.0, 1.2, 1H); 3C AMP (CDs0D, 8, m.x., J, ') &: 20.9,
48.0, 51.6, 56.3 (2C), 105.0 (2C), 113.1, 125.9, 129.6, 130.1, 132.4, 132.7, 133.0, 134.6, 159.7
(2C); U3 MC, m/z (%): 349 / 351 (M™), 169 (100), 171 (98), 198 (96), 200 (94), 91 (66), 152 (50),
90 (26), 89 (22), 151 (21), 118 (21); ©OP MCBP ([M+H]*, m/z): usmepeno 350.0755 / 352.0738,
pacunrano 350.0750 / 352.0731, A= -1.35 / -1.82 ppm, Ci7H20BrNO2; saemMeHTHBI aHa U3
C17H20BrNO2-HCI (%): Berancieno C 52.80, H 5.47, Br 20.66, Cl 9.17, N 3.62; naiineno C 52.77,
H 5.42, Br 20.07, CI 8.92, N 3.43.

N-(2-6pomoen3ui)-2-(3,4-numerokcudenna)iTanamuia  ruapoxiaopun  (34H-NBBr)  (29).
Beixoa 91%; 1. . 163-165°C; 'H AIMP (CDsOD, §, m.x., J, ') 8, ppm: 3.03-3.10 (m, 2H), 3.34-
3.42 (m, 2H), 3.82 (c, 3H), 3.85 (c, 3H), 4.44 (c, 2H), 6.87 (ax, J=8.0, 1.6, 1H), 6.90-6.98 (M, 2H),
7.39 (tn, J=7.8, 1.6, 1H), 7.49 (tx, J=7.4, 0.8, 1H), 7.72 (tx1, J=8.0, 1.2, 2H); 13C SIMP (CDsOD, §,
m.a., J, T'm) J, ppm: 32.77, 50.36, 51.92, 56.63 (2C), 113.53, 113.83, 122.29, 125.94, 129.65,
130.47, 132.41, 132.72, 133.24, 134.63, 149.82, 150.86; U9 MC, m/z (%): 349 / 351 (M™), 169
(100), 171 (98), 152 (87), 198 (83), 200 (78), 151 (42), 91 (32), 90 (26), 118 (22), 89 (21); UDOP
MCBP ([M+H]", m/z): uamepeno 350.0755 / 352.0737, pacuurano 350.0750 / 352.0731, A = -1.38
/ -1.46 ppm, C17H20BrNO2; 3nementHblii anaan3 C17H20BrNO2-HCI (%): Beruncieno C 52.80, H
5.47, Br 20.66, C1 9.17, N 3.62; naiineno C 52.06, H 5.19, Br 19.92, CI 8.86, N 3.58.
N-(2-opomben3ui)-2-(3,5-numerokcudenna)itanamuia  ruapoxiaopun  (35H-NBBr)  (30).
Beixon 81%; 7. . 137-138°C; 'H AMP (CDsOD, §, m.x., J, I'n) 6, ppm: 3.03-3.09 (v, 2H), 3.32-
3.42 (m, 2H), 3.79 (¢, 6H), 4.44 (c, 2H), 6.41 (c, 1H), 6.50 (x, J=2.0, 2H), 7.39 (1, J=7.6, 1H), 7.49
(1, J=7.6, 1H), 7.72 (1, J=8.4, 2H); 1*C AMP (CDs0D, 6, m.x1., J, I'ny) J, ppm: 33.4, 50.1, 52.0; 55.9
(2C), 100.1, 107.9 (2C), 125.9, 129.7, 132.4, 132.7, 133.2, 134.7, 140.0, 162.8 (2C); UD MC, m/z
(%): 349 / 351 (M*), 198 (100), 169 (97), 171 (95), 200 (94), 91 (34), 90 (23), 118 (20), 89 (19),
152 (19), 77 (17); UDP MCBP ([M+H]*, m/z): usmepeno 350.0755 / 352.0738, pacumrano
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350.0750 / 352.0731, A= -146 [/ -1.98 ppm, Ci7H20BrNO2; »3aeMeHTHBIA aHaIN3
C17H20BrNO2-HCI (%): Beraucneno C 52.80, H 5.47, Br 20.66, Cl 9.17, N 3.62; naiineno C 52.06,
H 5.33, Br 19.69, Cl 8.74, N 3.25.

N-(2-ruapoxcudensun)-2-(2,3-numerokcudenni)itanamuua ruapoxopua (23H-NBOH) (31).
Brixon 84%; 1. mu. 153-155°C; 'H SIMP (CDs0D, §, m.x., J, I'i) &: 3.01-3.09 (M, 2H), 3.18-3.26
(M, 2H), 3.84 (c, 3H), 3.87 (c, 3H), 4.25 (c, 2H), 6.84 (x, J=7.3, 1H), 6.87-6.96 (M, 2H), 6.98 (x,
J=8.0, 1H), 7.06 (t, J=7.8 z, 1H), 7.26-7.38 (m, 2H); 3C SIMP (CDs0D, 3§, m.x., J, T'm) 3: 26.8,
475, 47.8, 54.8, 59.7, 111.9, 114.9, 117.3, 119.6, 121.7, 124.2, 129.7, 131.0, 131.2, 147.2, 152.9,
156.1; UOP MCBP ([M+H]*, m/z): usmepeno 288.1600, pacuurano 288.1594, A = —2.04 ppm,
C17H2:NO3; saementhbiii anaau3 C17H21NO3-HCI (%): Beiuucieno C 63.06, H 6.85, Cl 10.95, N
4.33; naiineno C 62.86, H 6.77, Cl1 10.88, N 4.29.
N-(2-ruapoxcudensun)-2-(2,4-numerokcudenni)iTanamuua ruapoxopua (24H-NBOH) (32).
Brixog 76%; 1. . 154-156°C; 'H SIMP (CDsOD, 8, m.x., J, I') &: 2.94-2.99 (M, 2H), 3.16-3.21
(M, 2H), 3.80 (c, 3H), 3.82 (c, 3H), 4.23 (c, 2H), 6.51 (ux, J=8.3, 2.4, 1H), 6.57 (n, J=2.3, 1H), 6.92
(mm, J=12.0, 4.6, 2H), 7.11 (m, J=8.3, 1H), 7.28-7.33 (M, 2H); 3C AMP (CDs0D, 3§, m.x., J, I'y) &:
26.5, 47.5, 47.8, 54.4, 54.5, 98.2, 104.5, 114.8, 116.2, 117.2, 119.6, 130.7, 130.9, 131.2, 156.1,
158.4, 160.7; 9P MCBP ([M+H]", m/z): usmepeno 288.1601, pacuurano 288.1594, A = —2.30
ppm, C17H21NOs3; 3nemenTHblii anaimm3 Ci7H21NO3-HCI (%): Beruncieno C 63.06, H 6.85, ClI
10.95, N 4.33; naiigeno C 62.91, H 6.87, Cl 10.87, N 4.27.
N-(2-ruapoxcudensun)-2-(2,6-numerokcudennia)iTanamuua ruapoxaopua (26H-NBOH) (33).
Beixon 77%; 1. . 199-201°C; ‘H SIMP (CDsOD, §, m.x., J, T') &: 3.06-3.16 (M, 4H), 3.84 (c,
6H), 4.23 (c, 2H), 6.68 (1, J=8.4, 2H), 6.88-6.94 (M, 2H), 7.23-7.32 (M, 3H); *C SIMP (CDs0D, 3,
m.a., J, I'm) o: 19.4, 47.5, 47.8, 54.8 (2C), 103.5 (2C), 111.7, 114.8, 117.3, 119.6, 128.6, 130.9,
131.1, 156.0, 158.3 (2C); ©OP MCBP ([M+H]*, m/z): usmepeno 288.1600, pacuntano 288.1594, A
=—-2.11 ppm, C17H2:NOs3; 3nemenTHbIii anamu3 C17H21NO3-HCI (%): Beraucneno C 63.06, H 6.85,
Cl 10.95, N 4.33; naiineno C 63.95, H 6.79, Cl 10.86, N 4.26.
N-(2-ruapoxcudensuna)-2-(3,4-numerokcudenu)iTanamuna ruapoxiaopua (34H-NBOH) (34).
Beixon 70%; 1. 1. 188-190°C; *H SIMP (CDsOD, §, m.x., J, ') &: 2.97-3.01 (M, 2H), 3.24-3.29
(M, 2H), 3.83 (c, 3H), 3.85 (c, 3H), 4.25 (c, 2H), 6.84 (nx, J=8.1, 1.7, 1H), 6.88-6.95 (v, 4H), 7.27-
7.35 (M, 2H); 13C AMP (CD30D, §, m.x., J, T'm) 8: 31.2, 47.5, 47.8, 55.1, 55.2, 112.0, 112.2, 114.9,
117.3, 119.6, 120.8, 129.0, 130.9, 131.2, 148.4, 1495, 156.1; UOP MCBP ([M+H]", m/z):
uzmepeno 288.1601, pacumrtano 288.1594, A = —2.36 ppm, Ci17H2:NOs; 3seMeHTHBIN aHaM3
C17H2:NO3-HCI (%): Beramncaeno C 63.06, H 6.85, Cl 10.95, N 4.33; naiineno C 63.00, H 6.77, ClI
10.89, N 4.28.

N-(2-ruapoxcudensun)-2-(3,5-numerokcudennia)itanamuua ruapoxaopua (35H-NBOH) (35).
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Brixon 71%; 1. mi. 146-148°C; 1H SIMP (CDs0D, §, m.x., J, I'i) &: 2.96-3.01 (M, 2H), 3.24-3.29
(M, 2H), 3.79 (¢, 6H), 4.25 (c, 2H), 6.41 (1, J=2.1, 1H), 6.45 (&, J=2.0, 2H), 6.88-6.96 (M, 2H), 7.28-
7.36 (M, 2H); BC AMP (CD30D, 9§, m.x., J, I'm) &: 31.9, 47.5, 47.8, 54.4 (2C), 98.6, 106.4 (2C),
114.9, 117.3, 119.6, 131.0, 131.2, 138.5, 156.1, 161.4 (2C); ©UOP MCBP ([M+H]", m/z): usmepetro
288.1601, pacumrano 288.1594, A = -2.27 ppm, Ci7H21NOs; »31emMeHTHBI aHaaM3
C17H2:NO3-HCI (%): Beruncaeno C 63.06, H 6.85, Cl 10.95, N 4.33; naiineno C 62.99, H 6.79, ClI
10.86, N 4.29.

Hwxe mnpuBeneHsl aHamTUTHYeCKWe JaHHbie Ui coemuHenwit 1,7,13,19 wu 25,
HOATBEPIKAAIOIINE UX XUMUYECKYIO CTPYKTYPY.
N-(2-meTokcndensui)-2-(2,5-numerokcudenna)iTanamuia ruapoxopua (25H-NBOMe) (1).
'H AMP (CDsOD, 3, m.x., J, T'm) &: 2.95-3.11 (m, 2H), 3.16-3.29 (M, 2H), 3.77 (¢, 3H), 3.79 (c,
3H), 3.90 (c, 3H), 4.25 (c, 2H), 6.79-6.98 (m, 3H), 7.04 (1, 3J=7.6, 1H), 7.10 (x, 3J=8.2, 1H), 7.35-
7.53 (M, 2H); 13C SIMP (CD30D, 6, m.1., J, I'm) 8: 28.5, 48.0, 48.1, 56.2 (2C), 56.4, 112.1, 112.9,
114.0, 118.0, 120.4, 122.1, 126.7, 132.7, 132.8, 153.1, 155.3, 159.4; 13 MC m/z (%): 301 (M™),
121 (100), 150 (44), 91 (28), 122 (9), 151 (7), 152 (6), 65 (5), 77 (5), 270 (4), 78 (3); ©OP MCBP
([M+H]", m/z): usmepeno 302.1760, pacuurano 302.1751, A =—-2.91 ppm, C1sH23sNOs.
2-(2,5-numeTtoxcudennia)-N-(2-(tpudpropmerokcn)densmia)dTanamMmuia  ruapoxyopua  (25H-
NBOMe(F)) (7). *H IMP (CD30D, 8, m.x., J, I'n) 6, ppm: 3.02-3.08 (m, 2H), 3.26-3.32 (M, 2H),
3.76 (c, 3H), 3.81 (c, 3H), 4.36 (c, 2H), 6.84 (1, 3J=6.7 / #J=3.0, 2H), 6.91-6.95 (M, 1H), 7.49 (nax,
2)=13.0 / 33=7.1 / 4J=1.1, 2H), 7.61 (tx, 3J=8.0 / 4J=1.6, 1H), 7.72 (ax, 3J=7.6 / 4J=1.3, 1H); 13C
SIMP (CDsOD, 9§, m.a., J, T'r) 9, ppm: 28.62, 46.21, 49.03, 56.15, 56.32, 112.80, 114.01, 117.91,
121.64 (x, “Jc-r = 1.0), 121.89 (1, Yc-r = 258.8), 125.46 (1, 3Jcr = 56.3), 126.58, 128.89, 132.80,
133.15, 149.07, 153.07, 155.29; °F SIMP (CD30D, 8, m.x1., J, ') 6, ppm: —58.72 (3F); U2 MC,
m/z (%): 355 (M), 175 (100), 204 (87), 109 (45), 152 (37), 176 (11), 205 (11), 121 (7), 83 (6), 77
(6), 91 (6); IOP MCBP ([M+H]", m/z): usmepeno 356.1476, pacunrtano 356.1468, A = —2.35 ppm,
C18H20F3NOa.
2-(2,5-numeroxcudennn)-N-(2-¢propdensua)yranamuna rugpoxiopun (25H-NBF) (13). 'H
SIMP (CD30D, 6, m.x., J, T') 6: 3.01-3.07 (M, 2H), 3.25-3.35 (M, 2H), 3.76 (c, 3H), 3.81 (¢, 3H),
4.33 (c, 2H), 6.84 (nm, J=7.4, 2.4, 2H), 6.93 (um, J=7.0, 2.4, 1H), 7.23-7.34 (M, 2H), 7.49-7.61 (m,
2H); 13C SIMP (CD30D, §, m.x1., J, T'm) &: 28.6, 45.54 (1, 3Jcr = 3.9), 49.0, 56.2, 56.3, 112.8, 114.0,
116.96 (1, ZJc.F = 21.5), 117.9, 119.87 (1, 2Jc-r= 14.9), 126.22 (1, *Jc-r = 3.6), 126.6, 133.29 (1, 3Jc-
F=8.5), 133.37 (z, YJc-r = 2.9), 153.1, 155.3, 162.73 (1, YJc.r = 248.7); 19F SIMP (CD3OD, §, m.1.,
J, T'n) 6, ppm: -118.14 (1F); 13 MC m/z (%): 289 (M™), 109 (100), 138 (83), 152 (40), 110 (11),
139 (10), 121 (6), 83 (6), 91 (6), 137 (5), 77 (5); ©OP MCBP ([M+H]*, m/z): usmepeno 290.1554,
pacuutano 290.1551, A = -1.06 ppm, C17H20FNO:.
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2-(2,5-numeroxcudennn)-N-(2-xaopbensmn)rTanamuna ruapoxaopun (25H-NBCI) (19). 'H
SIMP (CD30D, 6, m.x., J, I'n) 6: 2.90-2.97 (m, 2H), 3.16-3.22 (M, 2H), 3.64 (c, 3H), 3.70 (c, 3H),
4.29 (c, 2H), 6.70-6.74 (m, 2H), 6.81 (1, J=9.6, 1H), 7.30-7.39 (™, 2H), 7.42-7.48 (M, 1H), 7.50-7.54
(M, 1H); 3C AMP (CD3OD, 3§, m.x., J, T'm) &: 28.7, 49.0, 49.2, 56.2, 56.3, 112.8, 114.0, 118.0,
126.6, 129.0, 130.7, 131.2, 132.6, 133.2, 135.8, 153.1, 155.3; U3 MC, m/z (%): 305 (M"), 125
(100), 154 (93), 152 (40), 127 (35), 156 (32), 91 (9), 155 (9), 126 (9), 89 (8), 121 (7); UDP MCBP
([M+H]", m/z): usmepeno 306.1260, pacuurano 306.1255, A = -1.39 ppm, C17H20CINOs.
N-(2-6pomobensun)-2-(2,5-mumMerokcudenmn)iTanamuna ruapoxyaopus (25H-NBBr) (25). 'H
SAMP (CD30D, 6, m.a., J, I'r) 6: 3.04-3.10 (m, 2H), 3.30-3.37 (M, 2H), 3.77 (¢, 3H), 3.82 (c, 3H),
4.43 (c, 2H), 6.82-6.87 (m, 2H), 6.94 (1, J=8.4, 1H), 7.37-7.43 (m, 1H), 7.50 (1, J=7.2, 1H), 7.65 (x,
J=7.6, 1H), 7.75 (x, J=8.0, 1H); 13C sSIMP (CDsOD, 6, m.x., J, I'u) &: 28.7, 49.0, 51.9, 56.2, 56.4,
112.8, 114.0, 118.0, 125.9, 126.6, 129.6, 132.5, 132.7, 133.1, 134.7, 153.0, 155.3; U9 MC, m/z
(%): 349 / 351 (M™), 198 (100), 200 (97), 169 (91), 171 (89), 152 (60), 91 (20), 90 (15), 118 (13),
121 (12), 89 (11); UOP MCBP ([M+H]", m/z): usmepeno 350.0757 / 352.0738, pacumrTaHo
350.0750/ 352.0731, A =-1.9/-1.95 ppm, C17H20BrNO:.

2.3.3. Ilonyuenue 0epugamog uzyuaemuvlix cOeOUHEHUIl U UX AHANUMUYecKue OaHHble
K pactBopy coemunenuit 1-35 (1-5 mr) B 0.4 mi ameronutpwia mobasmstam 0.2 mi

TpU(TOPYKCYCHOTO WM TEHTapTOPIPONUOHOBOro anruapuaa. s nomydenus wmoHo-TDA
(coemunenus 87-92, 99-127) u moHO-IIDII (coemuuenus 93-98) cmech BBIACPKUBAIN TIPU
KOMHATHOM TemIieparype B 3aKpbIToi Buasie B TeueHne 30 MUHYT. PeakIIMOHHYIO0 CMECh OCTOPOXKHO
yhnapuBaid J0Cyxa B claboM MOTOKe Bo3ayxa, 3arteM noOasmsuim 0.1 mim meranoma [51].
XUMHYECKYIO CTPYKTYpY npoaykToB 87-127 moaresepxxaanu merogom [ X-MC (cm. im 2.3.2).
N-(2-meTokcnden3na)-N-(2,5-numerokcudpeHITHI)aMuA TPUPTOPYKCYCHON KHCJIOTHI (25H-
NBOMe-T®A) (87). U3 MC, m/z (%): 397 (M™), 164 (100), 121 (64), 91 (41), 397 (20), 151
(19), 165 (13), 65 (7), 77 (7), 149 (7), 78 (6).
N-(2-meTokcnben3mi)-N-(2,3-numerokcupeHIITHI)aMUA TPUPTOPYKCYCHON KHCIOThI (23H-
NBOMe-T®A) (88). D MC, m/z (%): 397 (M), 121 (100), 164 (96), 91 (77), 136 (25), 165
(14), 65 (13), 149 (13), 151 (11), 77 (10), 397 (10).
N-(2-meTokcnben3mi)-N-(2,4-tumeTokcupeHIITHI)aMuA TPUPTOPYKCYCHOH KHCJIOTHI (24H-
NBOMe-T®A) (89). U9 MC, m/z (%): 397 (M™), 151 (100), 164 (71), 121 (42), 91 (39), 165
(10), 152 (10), 77 (9), 149 (8), 78 (8), 65 (8).
N-(2-meTokcnben3mi)-N-(2,6-rumeTokcnpeHIITHI)aMUA TPUPTOPYKCYCHOH KHCJIOTHI (26H-
NBOMe-T®A) (90). I3 MC, m/z (%): 397 (M), 164 (100), 91 (89), 151 (89), 121 (57), 149
(23), 165 (18), 65 (13), 77 (12), 78 (11), 93 (10).
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N-(2-meTokcnden3mi)-N-(3,4-numeTokcudeHWIITHI)aMux TPUPTOPYKCYCHOMH KUcI0ThI (34H-
NBOMe-T®A) (91). U3 MC, m/z (%): 397 (M™), 164 (100), 151 (62), 91 (34), 121 (30), 165
(12), 107 (9), 65 (7), 397 (6), 77 (6), 78 (6).
N-(2-meTokcnden3umin)-N-(3,5-numerokcudeHwIITHI)aMux TPUPTOPYKCYCHOMH KucaoThl (35H-
NBOMe-T®A) (92). U3 MC, m/z (%): 397 (M™), 164 (100), 121 (83), 91 (56), 165 (15), 397
(10), 65 (9), 77 (9), 78 (8), 122 (8), 151 (7).

N-(2-meToxkcundensui)-N-(2,5-1umeToKcH(eHUII THIT) AMHT neHTa(QTOPNPONMOHOBOI
kucaorsl (25H-NBOMe-TII®II) (93). U3 MC, m/z (%): 447 (M™), 164 (100), 121 (72), 91 (42),
447 (22), 151 (21), 165 (13), 77 (7), 149 (7), 122 (7), 65 (6).
N-(2-meTokcnden3ui)-N-(2,3-1uMeToKCH(EHUIITHI ) AMHUT neHTa(QTOPNPONMOHOBOIH
kucjaorsl (23H-NBOMe-II®II) (94). U3 MC, m/z (%): 447 (M™), 121 (100), 164 (84), 91 (65),
136 (21), 165 (13), 151 (10), 65 (10), 149 (10), 447 (9), 122 (9).
N-(2-meTtoxcuden3ui)-N-(2,4-1umeTokcHPeHNIITHIT) aMHT neHTadTOPIPONUOHOBOI
kuciaorsl (24H-NBOMe-II®II) (95). U3 MC, m/z (%): 447 (M™), 151 (100), 164 (69), 121 (44),
91 (36), 165 (10), 152 (10), 149 (8), 77 (7), 78 (6), 65 (6).
N-(2-meTokcnoensui)-N-(2,6-1uMmeToKCH(EHUIITHI) AMHU/T neHTa(QTOPIPONMOHOBOIH
kucaorsl (26H-NBOMe-TI®II) (96). D MC, m/z (%): 447 (M™), 164 (100), 151 (86), 91 (79),
121 (63), 149 (20), 165 (18), 65 (10), 77 (10), 93 (9), 152 (9).
N-(2-meTokcnoensui)-N-(3,4-1uMmeToKCH(EHUII THII) AMHU/T neHTa(QTOPIPONMOHOBOIH
kuciaorsl (34H-NBOMe-II®II) (97). U3 MC, m/z (%): 447 (M™), 164 (100), 151 (64), 121 (40),
91 (38), 165 (12), 107 (10), 65 (7), 78 (6), 152 (6), 77 (6).
N-(2-meTokcnden3mn)-N-(3,5-1umeToKkcupeHHII THIT) aM UL NeHTaTOPIPONUOHOBOI
kuciaorsl (35H-NBOMe-TI®II) (98). U3 MC, m/z (%): 447 (M™), 164 (100), 121 (96), 91 (56),
165 (15), 447 (10), 122 (9), 77 (9), 65 (8), 151 (8), 78 (8).
N-(2,5-numeToxcudennadTui)-N-(2-(tpudropmerokcn)deH3 W) aMu 1 TPUPTOPYKCYCHOT
kucaorbl (25H-NBOMe(F)-T®A) (99). U3 MC, m/z (%): 451 (M*™), 164 (100), 151 (40), 109
(39), 175 (37), 451 (29), 121 (25), 165 (18), 149 (12), 91 (11), 77 (8).
N-(2,3-numerokcupeHnadTia)-N-(2-(tpudropmMerokcu)deH3mI)aMu TpuQTOPYKCYCHOI
kucaorbl (23H-NBOMe(F)-T®A) (100). ©D MC, m/z (%): 451 (M™), 164 (100), 109 (74), 175
(60), 136 (52), 91 (37), 151 (21), 149 (19), 165 (17), 77 (14), 83 (13).
N-(2,4-numeTtoxcudennadTui)-N-(2-(tpudpropmerokcn)deH3nI)aMu g TPUPTOPYKCYCHOI
kuciaorel (24H-NBOMe(F)-T®A) (101). I3 MC, m/z (%): 451 (M™), 151 (100), 164 (47), 121
(24), 109 (21), 152 (11), 91 (10), 175 (9), 165 (9), 77 (7), 149 (7).
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N-(2,6-mumeToxcudennadTui)-N-(2-(tpudropmerokcn)deH3nI)aMu I TPUPTOPYKCYCHOI
kucaoTel (26H-NBOMe(F)-T®A) (102). U9 MC, m/z (%): 451 (M™), 151 (100), 164 (79), 91
(52), 109 (45), 149 (21), 175 (20), 165 (14), 77 (14), 78 (10), 152 (9).
N-(3,4-numeToxcudennadTu)-N-(2-(tpudropmeTokcn)deH3UI)aMu 1 TPUPTOPYKCYCHOI
kucaorsl (34H-NBOMe(F)-T®A) (103). U MC, m/z (%): 451 (M™), 151 (100), 164 (97), 109
(33), 175 (17), 165 (14), 107 (11), 152 (11), 83 (6), 91 (6), 77 (6).
N-(3,5-aumerokcupennadTHi)-N-(2-(TpudTopMeToKcH)0eH3UT)AM U/ TPUPTOPYKCYCHOI
kucaorbl (35H-NBOMe(F)-T®A) (104). U MC, m/z (%): 451 (M™), 164 (100), 109 (54), 175
(48), 151 (21), 165 (17), 77 (11), 91 (10), 83 (9), 78 (9), 69 (7).
N-(2,5-numeroxcupennadTun)-N-(2-propoensmn)amua TpuPTOpyKCcycHoit kKuciaorbl (25H-
NBF-T®A) (105). U3 MC, m/z (%): 385 (M™), 164 (100), 109 (70), 151 (35), 385 (29), 121 (25),
165 (13), 149 (12), 91 (11), 77 (7), 83 (6).
N-(2,3-numeToxcudennadTui)-N-(2-propoensnn)amun  TpudTopykcycHoii kuciaorbl (23H-
NBF-T®A) (106). U9 MC, m/z (%): 385 (M™), 109 (100), 164 (58), 136 (32), 91 (22), 149 (12),
151 (10), 83 (9), 165 (8), 110 (7), 65 (7).

N-(2,4-mumeToxcudeHnadTi)-N-(2-propoenznia)aMmua TpuPTOPYKCYCHO KHCIOTHI
(24H-NBF-T®A) (107). ©D MC, m/z (%): 385 (M™), 151 (100), 164 (44), 109 (37), 121 (26), 91
(11), 152 (10), 77 (8), 149 (7), 165 (6), 83 (6).
N-(2,6-mumeToxcudeHnadTui)-N-(2-propoenzua)amun  TpudTOpyKCycHOil KucjaoThl (26H-
NBF-T®A) (108). U9 MC, m/z (%): 385 (M™), 151 (100), 109 (80), 164 (79), 91 (57), 149 (23),
77 (13), 165 (12), 83 (12), 152 (9), 65 (9).
N-(3,4-numeToxcudeHnadTui)-N-(2-propoensnn)amun  TpudropykcycHoii kuciaorbl (34H-
NBF-T®A) (109). I3 MC, m/z (%): 385 (M™), 151 (100), 164 (96), 109 (57), 107 (13), 165 (12),
152 (11), 83 (7), 149 (6), 106 (6), 91 (5).

N-(3,5-mumeToxcudennadTuia)-N-(2-propoensnn)amun TpudropykcycHoii kuciaorbl (35H-
NBF-T®A) (110). U9 MC, m/z (%): 385 (M*), 109 (100), 164 (77), 151 (15), 165 (11), 83 (8),
110 (8), 77 (7), 91 (7), 78 (5), 65 (4).

N-(2,5-numerokcupennmdTia)-N-(2-xopoen3mn)amuy  TpudTopykcycHoii kueaorsl  (25H-
NBCI-T®A) (111). ©D MC, m/z (%): 401 (M*), 164 (100), 125 (48), 151 (31), 121 (21), 401 (19),
127 (16), 91 (13), 165 (13), 149 (10), 77 (8).
N-(2,3-numeToxcudeHndTHI)-N-(2-xsm0pdeH3nn)amux  TpuPTOpyKCycHOit Kucaorsl (23H-
NBCI-T®A) (112). U3 MC, m/z (%): 401 (M™), 164 (100), 125 (96), 136 (41), 91 (36), 127 (31),
151 (16), 149 (16), 165 (15), 89 (14), 77 (12).
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N-(2,4-mumeToxcudeHnaITHI)-N-(2-xsiopoeH3mn)aMuxy  TpUPTOPYKCYCHOI KucaoThl  (24H-
NBCI-T®A) (113). ©D MC, m/z (%): 401 (M™), 151 (100), 164 (48), 121 (23), 125 (22), 93 (13),
152 (10), 77 (8), 127 (7), 149 (7), 165 (7).
N-(2,6-mumeToxcudennadTHI)-N-(2-xsiopden3mn)aMuxy  TpUPTOPYKCYCHOI KHCa0Thl  (26H-
NBCI-T®A) (114). U3 MC, m/z (%): 401 (M™), 151 (100), 164 (86), 91 (55), 125 (46), 149 (20),
127 (15), 165 (14), 77 (12), 89 (11), 152 (10).
N-(3,4-numeroxcupennadTua)-N-(2-xopoensuin)amun  TpuPTOPYKCYcHOit KucaoTbl (34H-
NBCI-T®A) (115). ©D MC, m/z (%): 401 (M™), 164 (100), 151 (98), 125 (38), 127 (12), 165 (12),
107 (11), 152 (10), 91 (10), 89 (9), 77 (6).
N-(3,5-aumerokcupennadTua)-N-(2-xmopoensuin)amun  TpuPTOPYKCycHOoit KucaoTbl (35H-
NBCI-T®A) (116). ©9 MC, m/z (%): 401 (M™), 164 (100), 125 (77), 127 (25), 165 (15), 151 (13),
91 (12), 89 (10), 77 (10), 78 (6), 126 (6).

N-(2-6pom6en3ma)-N-(2,5-numerokcudenmmTuia)amua  TpudTOpyKCycHoli Kucaorsl (25H-
NBBr-T®A) (117). U3 MC, m/z (%): 445/447 (M™), 164 (100), 151 (28), 169 (25), 171 (24), 121
(18), 91 (15), 165 (14), 447 (14), 445 (13), 149 (9).
N-(2-6pom6ensmnia)-N-(2,3-numerokcudenmmTHiI)aMua  TpUPTOpyKCycHol Kucaorol (23H-
NBBr-T®A) (118). U9 MC, m/z (%): 445/447 (M™), 164 (100), 169 (44), 171 (42), 91 (40), 136
(35), 90 (15), 165 (15), 149 (15), 151 (14), 89 (13).
N-(2-6pom6ensmnin)-N-(2,4-numerokcudenmmTHI)aMUuA  TPUPTOPYKCYCHOIH KucaoTel (24H-
NBBr-T®A) (119). U9 MC, m/z (%): 445/447 (M™), 151 (100), 164 (52), 121 (23), 91 (17), 169
(12), 171 (11), 152 (10), 77 (9), 90 (9), 165 (8).
N-(2-6pom6en3mna)-N-(2,6-numerokcudenmmTHiI)aMua  TPUPTOPYKCYCHOI KucaoThl (26H-
NBBr-T®A) (120). U9 MC, m/z (%): 445/447 (M™), 151 (100), 164 (98), 91 (62), 171 (24), 169
(23), 149 (23), 165 (16), 90 (14), 77 (13), 89 (12).
N-(2-6pom6en3na)-N-(3,4-numerokcudpenmmTHiI)aMua  TpUPTOPYKCYCHOI Kucaorsl (34H-
NBBr-T®A) (121). U3 MC, m/z (%): 445/447 (M™), 164 (100), 151 (91), 169 (19), 171 (18), 91
(15), 90 (12), 165 (12), 107 (10), 152 (9), 89 (9).
N-(2-6pom6en3ui)-N-(3,5-mumerokcudenmmdTIa)amu  TpudTopykcycHoii kuciaorsl  (35H-
NBBr-T®A) (122). U9 MC, m/z (%): 445/447 (M™), 164 (100), 169 (38), 171 (35), 91 (20), 165
(17), 151 (13), 90 (12), 77 (9), 89 (8), 78 (8).
N-(2-ruapoxcudensun)-N-(2,3-1uMeTokCHPEHMIITHI)aMUA  TPUPTOPYKCYCHOH  KHCJIOTHI
(23H-NBOH-T®A) (123). U9 MC, m/z (%): 383 (M™), 107 (100), 164 (91), 136 (52), 91 (37), 77
(30), 78 (24), 149 (18), 151 (16), 165 (14), 106 (12).
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N-(2-ruapoxcudensun)-N-(2,4-1uMeTOKCH(PEHMIITHI)AMUA  TPUPTOPYKCYCHOH  KHCJIOTHI
(24H-NBOH-T®A) (124). D MC, m/z (%): 383 (M™), 151 (100), 164 (45), 121 (28), 77 (17),
107 (17), 78 (13), 91 (12), 152 (10), 165 (7), 149 (7).
N-(2-ruapoxcudensua)-N-(2,6-numerokcupeHIITHI)aMUA  TPUPTOPYKCYCHOH — KHCJIOTHI
(26H-NBOH-T®A) (125). ©D MC, m/z (%): 383 (M™), 151 (100), 164 (69), 91 (53), 107 (50), 77
(29), 165 (26), 149 (21), 78 (19), 106 (11), 152 (10).
N-(2-ruapoxcudensun)-N-(3,4-1uMeToKCH(EHUIITHI) AMHU/T TPUPTOPYKCYCHON KHCIOTHI
(34H-NBOH-T®A) (126). ©D MC, m/z (%): 383 (M™), 151 (100), 164 (88), 107 (41), 77 (19), 78
(18), 106 (11), 165 (10), 152 (10), 79 (8), 91 (7).
N-(2-ruapoxcudensun)-N-(3,5-1uMeToOKCHPEHMIITHI)AMAA  TPUPTOPYKCYCHOH  KHCJIOTHI
(35H-NBOH-T®A) (127). U9 MC, m/z (%): 383 (M™), 164 (100), 107 (77), 77 (26), 151 (23),
165 (23), 78 (22), 91 (11), 79 (10), 108 (9), 152 (8).

2.4. Anamu3 coequnenuii NBOMe, NBOMe (F), NBF, NBCI, NBBr, NBOH

2.4.1. Memoowl ananusza ucciedyemupix coeOuHeHull
Huddepenunanuio mo3uIMOHHBIX H30oMepoB 1-35 m ux nepuBatoB 87-127 mpoBoamnm ¢
ucnionb3oBanueM wmeronoB I'X-MC u BDXX-MCBP B pexumax MC u MC/MC. s
OIEpPaTUBHOIrO pasjcieHus u3oMepHeix coeaunenuiit 24H-NBOMe (F) (9) u 34H-NBOMe (F) (11)

B YCJIOBUSAX 3KCIICPTHBIX na60paTopI/H71 TaKKC HCIIOJIB30BaIn MCTO TCX.

2.4.2. Ananuz memooom I'’X-MC

Omnpenenenve u nuddepeHuanys MO3UIMOHHBIX HW30MepoB B mATH rpynmax NBOMe,
NBOMe (F), NBF, NBCI, NBBr (o0wektsr NeNel-30) meromom I'X-MC mpoBogwid B uX
METaHOJIHBIX PAacTBOpPaxX C COJEPKAHUEM HCCIEAYEeMBIX COCIMHEHWH okono 1 mr/mut. [lepuBaTsl
HIeCTd Tpymnn mo3uimoHHsix u3omMepoB NBOMe, NBOMe (F), NBF, NBCI, NBBr u NBOH
(o0bexThl NoNe87-127) wuccnenoBanu merogom ['X-MC cpasy ke mocie uX MpoOOIoJroTOBKH,
onMcaHHOM B mm.2.3.3.

UccnenoBanuss meronom [I'X-MC mnpoBogmwnu Ha ra3oBoM Xxpomarorpage «Agilent
Technologies 7890B GC System», COBMELIEHHBIM C Macc-CeJIEKTUBHBIM JeTeKTopoM «Agilent
Technologies 5977A MSD» («Agilent Technologies», CIIIA). s xpomarorpaguueckoro
pa3/ielieHusl COCIMHEHUH TPUMEHSUTH XpOMaTOTpa@uUuecKyr0 KBapIEBYIO KaNMUIIPHYIO KOJOHKY
HP-5MS (Agilent, part. number 19091S-433) ¢ XuMHYeCKH TPUBHTONU KUIKOH (a3oi 5%-
mdennn-95%-mumernmonucunokcan (30.0 M x 0.25 mm x 0.25 mxm). Temneparypy Tepmocrata
KOJIOHKM B H30TEPMHMUYECKUX YCIOBMAX ycTaHaBimuBaau Ha 210 °C, temmepaTypy ucHapuTens

xpomarorpada — Ha 280 °C, remnepatypy uHTepdeiica nerekropa — Ha 290 °C. B xadecTBe rasa-
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HOCHUTEIISl UCMOJIb30BATM TeIUN, PEXHUM IMOCTOSHHOro noroka — 1.0 mi/mun. OO6beM BBOAUMOMN
poObI — 1.0 Mxu1. Jlo3upoBanue mpoObl OCYIIECTBIISIIN ¢ AeJieHneM moToka 1:50.

JletekTop OBUT OCHAIIEH HCTOYHUKOM JJIEKTPOHHOW HMOHHM3AlMM, 3HAYEHHWE DHEPIUu
MOHU3UpYIONIMX 3IeKTpoHOB - 70 »B. Temmneparypa ucrounuka uoHoB 230 °C, TemmepaTypa
kBazgpynosa 150 °C. CkaHupoBaHHME Macc-CIIEKTPOB IPOBOAMIIM IO MOJHOMY HOHHOMY TOKY B
nuamazone M/z 30-550 Jla. Hacrpoiiky aeTeKkropa OCYIIECTBIISIA ABTOMATHYECKH B PEXKHME
«Autotune» ¢ HCTIOIB30BaHUEM KaTMOPOBOYHOTO cTaHaapTa nepdroprpudyrmiamuna (IIOTBA, He
menee 99.8 mac. %, Agilent, part. number 05971-60571). Hacrtpoiiky mpubopa, ynpaBieHHE U
00pabOTKY MOITYYEHHBIX PE3yJIbTATOB BHIMOIHSIN C UCIIOIB30BaHUEM IIPOIPAMMHOTO 00ECTICYCHHUS

«MSD ChemStation F.01.01.2317» (Agilent).

2.4.3. Onpeoenenue undeKkcos yoepicueanus NO3UYUOHHBIX U30MEPOB U UX 0epuUeamaos npu
2azoxpomamoczpagpuyeckom pazoeneHuu

C uenpio uaeHTHPUKAMN UcciaeayeMbix coenunenuit 1-30, 87-127 u ux mocnenyroen
Qg depeHIranui pacCYNTHIBAIN 3HAYCHUS HHIEKCOB Ta30XpOMaTOrpa)uuecKoro yIep>KUBaHUS B
PEeXUME IPOTPaMMHUPOBAHUS TEMIIEPATYPHI M H30TEPMUIECKOM PEXUME.

g pexxuma MpOrpaMMUPOBAHMS TEMIEPaTypy TEpMOcCTaTa KOJOHKH TMOJACPKUBAIA Ha
ypoBHe 70 °C B Teuenue 1.0 MuH, 3aTeM NpoOrpaMMHUpPOBAIH cO CKOPOCcThIo 15 °C/Mun 10 295 ° C u
BBIJICP)KUBAIIM B TeueHHe 15 MuH. B M30TepMuUyeckoM pexuMe TeMIeparypy Mequ MOAAepKUBAIN
Ha ypoBHe 210°C, 4T0o OBUIO ONMKUCAHO BHIIIIE.

Jlns  ompesneneHus Xpomarorpaguueckux HHICKCOB YAEPKUBAHUS OJHOBPEMEHHO C
HKCTPAKTOM TMpOoOBl B HWHXXEKTOp TIa30BOro Xpomarorpaga BBOIWIM | MKI pacTBopa
MHAUBUAYaIbHBIX H-aKaHOB (Co — C36) B reKcaHe ¢ COAepKaHUEM KaKJI0T0 U3 H-aJIKaHOB | Mr/mil.

Bonee ynmBepcanmpHble 0000mIeHHBIE (MMHEHHO-TorapupmMudeckne) uHaekcol (Gl) Obutn
nony4deHsl it oboux pexumoB [98]. B pexuMe mnporpaMMHpOBaHUS TEMIIEpaTypbl ObBLIH
onpenenensl JauHelHble (RIl) wHAEKCH yaep)XHMBaHUS, a B HU30TEPMHUYECKOM DPEXHUME -
norapudpmuueckue uHaekcsl (Kosaua (1)) [99, 100]. Bece nuaeKchl yaep)KUBaHHS OMPEACIISIIA TI0
BpPEMEHAM YNIEpKUBaHUS DPsa PENEepHBIX H-aJKAaHOB OJIDKAHIINX TOMOJIOTOB, Pa3IMYarOIIUXCs
MEXIy coOOW numib Ha 1 aToMm yriaepoja, M HCCIEAyeMbIX COEIMHEHUH. 3HAueHUs HMHJIEKCOB
yIep>KUBAHUsI, BBIUYUCIECHHBIE JUISI pa3HBIX XpoMaTorpapuuecKux peKUMOB, HEOJWHAKOBBI, UYTO
00BSCHSCTCS X 3aBUCHMOCTBIO OT Temrmeparypsl [100-102].

Pacuer 0000mIeHHBIX (JHHEHHO-TOrapudMuueckux) uHIeKcoB yaepxkuanus (Gl)
OCYILECTBIISUIM IO CIEAYIOMUM (popmynam:

(RTX +q- lg RTx) - (RTn +q- lg RTn) l
(RTn+1 +q- lg RTn+1) - (RTn +q- lg RTn)

GL, = 100 - [n +
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_ RT, 4 +RTyyy — 2 RT,
QT =
8\RT,,_1 Ry

rae Gl, — 0000meHHbI (JTUHEHHO-TOorapuMUUECKU) WHICKC YACPKUBAHUS HCCIETyeMOTo
coenunenusi; RT, — BpeMs yJep>KuBaHUsl (HEUCIPABICHHOE) MCCIEAYEMOIr0 COCAMHEHUsS, MUH;
RT,,_1, RT,, u RT,,1; — BpeMeHa yaep>KUBaHUs (HCUCIPABJIICHHBIC) H-aJIKAHOB C YHCIIOM aTOMOB
yraepona N-1, n u n+1 coorBerctBenno (RT,_; < RT, < RT,, <RT,,1), MHH.
JluneliHble WHIEKCHI ra3oxpomarorpaduyeckoro yaepxusanus (RI) pacCuuthiBamu 1Mo
IPUBEICHHON HIXKE GopmyIie:
te ~

RL, =100 -
tiz+1) — t2)

+Z|,

rae Rl, — nuHEHHbIA MHAEKC yIEp>KUBAHUS MCCIEAYEMOrO0 COECAUHEHMS; Z — KOJIMYECTBO aTOMOB
yriepoaa B MoJeKyle 1-ro pemepHOro H-ajkaHa; tyy— IONHOE (HEHCIPABJIEHHOE) BpeMs
YAEPKUBAHUS UCCIIENYEMOTO COEMHEHHUS, MUH.; t(,), L(;41)— NOJHBIE (HEUCIIPABIECHHbIE) BpEMEHA
yIEp>KUBaHUS H-aJIKaHOB C YUCJIOM aTOMOB yriiepojia Z u Z+1 cOOTBETCTBEHHO ) < te) < tz+1)
MUH.

Jlorapupmuueckne HHACKCH ra3zoxpomatorpaduyeckoro yaepxkuanusi (Kopawa (1))
OIIpeNieNIsUI 110 popmylie:
lgtéx) — lgtEZ)

I, = 100 - |[— ,
* L9t (z+1) — 9tz

+Z|,

e Ix - J'IOFapI/Iq)MI/I‘leCKI/Iﬁ HUHACKC YIACPKHUBAHUA HCCICAYEMOTI'O COCAUHCHUA, Z — KOJINYECTBO

aTOMOB YIJIEpoia B MOJIEKYJIE 1-TO penepHOro H-ajakKaHa, lgtéx) — TpuBeAeHHOE (HCIPaBICHHOE)
BpeMs yAEpKUBAHUS HCCIEIYEMOrO COEAMHEHMS, MHUH.; lgtéz), lgtéz +1) — TIPHBEACHHbIC

(MCIIpaBJICHHbBIC) BpEeMEHA YICpXKMBAHMs H-aJIKAHOB C YHCIOM aroMOB yriepoma Z u Z+1
COOTBETCTBEHHO (£(,) < t(y) < t(y41), MHH.).

OLEHKyY TIPaBHIBHOCTH ONpPE/ICICHHS JINHEHHO-TOrapu)MHIECKUX HHACKCOB YIAep)KHBAHMS
POBOJIMJIM, WMCIIONB3Ysl H-aJKaHbl, JUIS KOTOPHIX HUCTUHHOE 3HAYEHHME WHECKCOB YIEPKUBAHHUS
cocrasisier 100N, rae N — uucno atoMoB yriepoza. [Ipu 5TOM H-alKaHbl CIYKWIM HE TOJBKO B
KauecTBe PEIepHbIX COSAMHEHHH JUIsl PACUETOB MHICKCOB yIEPKMBAHHS, HO M B KaUeCTBE MOJIEINeH
aanuroB [103]. IlpaBHIBHOCT ONpEAEICHUS WHACKCOB YACPKMBAHHMS PACCUMTHIBAIM Kak
PasHOCTb MEKIY MOTYyYEHHBIMA IKCIIEPUMEHTAIBHO MO PE3YNIBTATAM CEPUH U3 IIECTH W3MEPEHUH
CPEJIHUMH 3HAYEHMAMH WHJIEKCOB YIEPKUBAHUS [T H-alIKAHOB C YUCIIOM atoMoB yriuepoga Co —
C3s M MX TEOPETHYECKUMH 3HAyeHHsAMH. JlIsl OLEHKH TPELU3UOHHOCTH OINPEACICHUs HHIEKCOB

YACPKUBAHUA  paCCUHUTHIBAIM  3HAYUCHUSA CpCAHCKBAAPATUYICCKOTO OTKJIOHCHUA CpCAHCTO
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apru(METHUECKOro pe3yabTaTa U3MEPEHUI MHICKCOB W T'PAaHMIIBI JTOBEPUTEIHLHOIO MHTEpBAJIA IPU
TIOBEPUTENIbHOU BeposiTHOCTH (0.95.

[Tonmy4yeHHbIE pe3ysibTaThl U3MEPEHUN BO BCEX IKCIIEPUMEHTAX JIJIsl BCEX COCIMHEHHI ObUIN
rapaHTUPOBAHBI BBICOKOW MOBTOPSEMOCTBIO XpOMATOTpapUUECKUX AaHHBIX (6 M3MEpEHUH Ha Tpex
npubopax). OTHOCUTEIbHBIE CTAaHAAPTHBIE OTKJIIOHEHUS! MH/IEKCOB YAEPKUBAHUS BO BCEX CIIydasx

cocrasirsud He Ooiiee 0.28%.

2.4.4. Ananuz memooom BI;KX-MCBP

Hubdepennmanmio  coemunennii  1-35  meromom  BOXX-MCBP  npoomwm ¢
UCIIOIb30BaHUEM  YIBTPaBBICOKO((EKTUBHOIO KUAKOCTHOrO xpomarorpada «Agilent 1290
Infinity» ¢ TaHIEeMHBIM KBaJpYIOJIb-BPEMSIIPOJICTHBIM JETEKTOPOM TOYHBIX Macc «Agilent 6540
UHD Accurate-Mass Q-TOF LC/MS» (Agilent Technologies, CLLIA).

[IpenBaputenbHO XpoMaTorpauueckoe pas[eleHHe OCYIIECTBISUIM Ha KOJIOHKE C
obpaienno#t dasoit «Zorbax Eclipse Plus C18 RRHD» (959758-902, Agilent Technologies) u
«Zorbax Eclipse Plus Phenyl-Hexyl RRHD» (959758-912, Agilent Technologies). ITapametpsi
KOKI0W KOJOHKH: JyimHA - 100 MM, BHYyTpeHHMI auametp - 2.1 MM, nuameTp 3epHa copbenra - 1.8
MKM. B oOkoHuaTenbHOM BapHaHTe XpoMaTorpauueckoe pasielieHue MPOBOAMIN Ha KOJOHKE C
obpamiennoit ¢azoii «Poroshell 120 Bonus-RP» (100 mm x 2.1 mm x 2.7 mxm; 695768-901, Agilent
Technologies) ¢ IpeaKOIOHKON JITUHOU 5 MM.

Temmeparypa Tepmoctata konoHOK 50 °C. B kauecTBe KOMITIOHCHTOB IOABMXHON (ha3wl
MCIIONIF30BAIM alleTOHUTPII B Bofe (15% 00.) ¢ mobaBnenuem mypaBbuHoi kucioth 0.1% 00. / 006.
u 10 MM dopmuara ammonus. Ckopoctb mnoroka 0.4 wmia/MUH. AHanM3 HpPOBOJWINM B
MU30KpPAaTUYECKOM pexume. [ TpoBeAeHUS aHalM3a TOTOBHJIM METAaHOJbHBIE PAaCTBOPHI
COCIMHEHUH C COJIEP’KaHUEM OTPEeISIEeMbIX BelecTB 5 MKI/Mi. O0beM BBOAUMOM MpoOsI 1 MKJI.

KBaapynonb-BpeMAnposiaeTHbli JeTeKTop ¢ ucTouHukoM HWMOP ucnonb3oBanu B pexume
MOHU3AIUY TIOJIOKUTENIBHO 3apsKEHHBIX MOHOB. B KauecTBe BBICYIIMBAIOLIETO raza MPUMEHSUIN
a30T, MPOU3BOIUMBII T€HEPATOPOM a30Ta U3 KOMIUIEKTa IMOCTAaBKHU Mpudopa, mpu temmeparype 350
°C co ckopocThio otoka 10 ji/MuH, naBneHue Ha pacnbuiutene 40 psi. HanpsbkeHue Ha Kanuuisipe
3500 B, Ha ckummepe 65 B. Hanpsikenue Ha ¢parmentope 90 B. Ilpu pabore B MC pexume
KBaJ[PyIOJIb HACTpauBaJIl Ha MPOITyCKaHUE MOJIHOT0 HOHHOTO TOKa, ipu padote B MC/MC pexume
KBaJIpYIOJb BBIJACISUT TOJBKO HOH-TIPEIIIECTBEHHUK C MOJocod mpomyckanus Am/z = 1.3 Jla.
MC/MC cnextpsl nony4anu B pezynbrare JIMC nona-npennecTBeHHUKA C SHEPTUSIMH COYIapeHUM
1040 3B B rekcamoiabHON SYEHKe CTOJKHOBEHUWH, 3amoiaHeHHOW a30ToM (99.999 %). /Iuamaszon
ckanupoBanusa wmacc 100-1000 Jla B MC pexume u 50-350 Jla B MC/MC pexume.

BpemsmposerHsiii 1eTektop paboTal B peKHUME PACHIMPEHHOTO IMHAMHYECKOTO Juana3oHa (2
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I'Tu), ckopocTh ckaHupoBaHus 1 crekTp B cekyHIy. HacTpoiiky mMacc-criekTpomMeTpa U KOPPEKIHEO
TOYHOCTH U3MEPEHUs] Macc MPOBOAMIN aBTOMAaTHUYECKH B PEAIbHOM BPEMEHM C MCIIOJIb30BaHHEM
CTaHIApTHBIX KanuOpoBoYHBIX pactBopoB (Agilent, part. number G1969-85000 u G1969-85001).
Hactpoiiky npubopa u 00paboTKka MOJTYYEHHBIX PE3yJIbTATOB BBIIOIHIN C HCmoib3oBaHueM 110
npubopa «MassHunter Workstation B.08.00» (Agilent).

C uensto auddepeHuanum HCCIeIyeMbIX coeauHeHuid 1-35 ompenensau 3HaYCHUS
KO QHIMEHTOB yACp)KUBaHUS B W30KpaTHYeckoM pexxume [60]. 3HaueHUs TOBEPUTEIHEHOTO

MHTEpBaJla HaXOAUIUCH B rpanuuax + 0.1 equHUIbI.

2.4.5. Ananuz memooom TCX

Huddepenunarnuto coequuennit 9, 11 u ux nepusaros 101, 103 meronom TCX npoBoamiu
C MCITOJIb30BaHUEM 00OPYAOBaHUS, PEAKTHBOB M PACTBOPUTEINICH, OMMCAHHBIX B II. 2.2.

Hns  mnposenenus aHanuza TCX npumeHsnan HauOojiee YHUBEPCAJIbHYIO CHCTEMY
pPacTBOPUTEIICH: TOIYOJ - ATAHOJ — JUATUIAMUH B COOTHOIIEHUH 9:1:1 M mposBISIONIMNA pearcHT
«peaktuB Mapku» (cMech 9 M KOHICHTPUPOBAHHOW CEPHOM KUCIOTHI U 1 Mil hopMaimHa), IpU
00paboTKe KOTOPHIM HEKOTOpHIE MPOU3BOIHBIE (EHMIITAHAMUHA HPUOOPETAIOT XapaKTepHOE
okparuBanue [65, 66].

ITo 4 Mk meraHodbpHBIX dKcTpakToB 24H-NBOMe (F) (9), 34H-NBOMe (F) (11), 24H-
NBOMe (F) - T®A (101) u 34H-NBOMe (F) - T®A (103) HaHOCHIM HA IUIACTHHKY IS
TOHKOCIIOWHOW XpoMarorpaguu U XpomarorpadupoBalid BOCXOIAIIMM criocoOoM. IlomydeHHBIC
XpOMAaToOrpaMMbl OCMaTpUBaiIM B cBeTe Y D-amMIbl NP JUIMHE BOJHBI 254 HM, OTMedasi Ipu 3TOM

30HBI IMOTJIOIICHUA @HyopCCHeHHI/II/I, 3aTEM IPOABJIAIIN PCAKTHBOM MapKI/I

2.4.6. Ananuz memooom I'’X-MCBP

Oparmenranuto coenuaenus 2,4,6-TMPEA-NBOMe m3ygamm metomom ['X-MCBP B
pexkume WD Ha rasoBom xpomatorpade Agilent 7890A, coenMHEHHOM C TaHIEMHBIM
KBAJIPYMOJIbHBIM BpeMsPOJIeTHbIM AeTekTopoM Tounbix Macc (I'’X-MC Agilent 7200 Accurate-
Mass Q-TOF; Agilent Technologies, CIIIA). YcnoBusi ycTaHaBIMBaIM TaKUMH, Kakdue ObBLIH
onucanbl i ['X-MC anamuza. [Ipu pabore B MC pexume KBaApyrojib HacTpauBaJd Ha
IpoIycKaHue MOJHOro MoHHoro Toka. Ilpu pabore B MC/MC pexume KBaapyroyib BBIJIEISUI
TOJBKO HOH-TIPEIIIECTBEHHUK C Toyiocoit mpomnyckanus Am/z = 1.3 Jla. MC/MC crektpsl
peructpupoBanu B pesynbrate JJMC mona-npeniecTBeHHUKA C SHEPTHsAMU coyaapeHuir 5-20 3B.
JleTekTop TOUHBIX Macc paboTall B peXXMMe pacIIMpeHHOro JuHaMuyeckoro auanasona (2 I'To) co
CKOPOCTBIO cOOpa JNaHHBIX S CHEKTpoB B cekyHAy. Hacrpoliky mpubopa u oOpabOTKy JaHHBIX

MIPOBOAMIIN C oMo1kko porpamMMbl MassHunter Qualitative Analysis B.05.00.
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I'/TABA 3. JH®@®EPEHIIUALUSA IIO3ULTUOHHBIX U30OMEPOB
N-(2-3AMEIIEHHBIX)BEH3UJI-2-(IMMETOKCU®EHNUJ)OTAHAMHNHOB
CEPUIA NBOMe, NBOMe (F), NBF, NBCI, NBBr, NBOH C ACIIOJIb30BAHUEM
METOAOB XPOMATOT'PA®UUN U MACC-CIIEKTPOMETPUUN
(OBCYXKIEHHUE PE3YJbTATOB)

3.1. BbiOop MeT0/10B aHA/TH3A

N-((2-3amemieHHbIC)OCH3MIT)(PCHUIITAHAMHUHBI TIPEICTABIIAIOT COOO0M CPaBHHUTEIBHO HOBOE
CEeMENCTBO CHHTETUYECKUX COSAMHEHHH, KOTOpbIe ObLIN BHIBEACHBI HAa HEJETadbHBIN PhIHOK B 2011
rogay. Ilo3unuoHHBIE W30MEPHI, COJCpPXKAIIUE JBE METOKCUTPYNIBl B TMOJOXKEHHUAX 2 U 5
(GEeHUIITUIBHOTO (parMeHTa MOJIEKYJIbl, IPOSBISIIOT APKO BBIPAXKEHHbIE ICUXOTOMUMMETHYECKHE
CBOWCTBa, B pe3yJbTaTe 4ero OHM IMPUOOpENH CTaTyC 3aKOHOAATEIbHO KOHTPOJIMPYEMBIX, YTO
TpeOyeT AOCTOBEpPHON WX HIACHTU(UKAUK B SKCIEPTHBIX Jabopartopusix u auddepeHuuanuu
CpeaH IpPYruX IMO3UIIMOHHBIX HM30MEpOB. B 3TOH CBS3M BO3HHMKAET HEOOXOIMMOCTh B HAYYHO-
000CHOBaHHOM METOJIMYECKOM IOJIX0I€, KOTOPBIN MO3BOJIUT M30€XkKaTh OMNOOK MIEHTU(PUKALUY B
xoJie jabopaTopHOro ananusa. [IoCKOJIBbKY HpH INMPOBENEHHUU CYAEOHBIX M TOKCHKOJIOIMUYECKUX
UCCIICIOBAaHH IHUPOKO MPUMEHSIOTCSI METOABI XpOMaTorpaduu U Macc-CIeKTPOMETPUH, B paMKax
JAHHOW paboThl HaMH OBUT MPENIOKEH CIoco0 auddepeHIranuy MO3UIUOHHBIX H30MEPOB Ha
npumepe coenunenuii cepuii NBOMe, NBOMe(F), NBF, NBCI, NBBr u NBOH c¢ nomoripto
METOI0B Xxpomarorpaduu (ra3oBoi U XKHUIKOCTHOH oOparieHHO-(a30Boi) U Macc-CIEKTPOMETPUU

(HH3KOTO ¥ BBICOKOTO pa3peleHuit).

3.1.1. Memoo I'’X-MC

Cpenu coBpeMeHHBIX MeTo/10B aHanu3a Metoj I’ X-MC xoporo ce0st 3apeKOMEeHI0Ball KaK
yHUBepcanbHbIM MeTon ais onpeneneHus HC, HIIC, nekapcTBEHHBIX MpenapaToB, B CBSI3H C YeEM,
OH aKTHBHO TNPHUMEHSETCS B AKCHEepTHHIX Jjaboparopusix. Meron I'X-MC oOmnagaer BbICOKOH
UCHTU(PUKAIIMOHHON Ha/eKHOCTbIO M MH(POPMATUBHOCTBIO, HU3KUM IPEJENIOM JIeTeKTUPOBAHUS,
AKCIPECCHOCTHIO, OTHOCUTEILHO HU3KOM CTOMMOCTBIO M OTHOCUTCS K MOJATBEPKAAIOIIUM METOJaM
aHanuza. Ilpu HaIWYMM COOTBETCTBYIOIIEr0 HWH(OPMALMOHHOIO OOECeueHus: HaJIeKHOCTh
UJCHTU(DHUKAIMY OIpEeNAseMbIX COCJUHEHUH OuYeHb BbICOKA. JlOCTOBEPHOCTH HACHTHU(HUKAIMU
U3y4aeMbIX COCJUHEHUH oOecreunBaeTcsi M3MEpPEeHHEM XpoMaTorpauyeckux IMapaMmeTpoB
YACPKUBAHUS B COBOKYIIHOCTH C PETHCTPAlMEd MAacCC-CIIEKTPOB M IOCHEAYIOIIEH HX
MHTEpIIpETalel, B TOM YHCIIE C UCIIOJIb30BAHUEM KOMIIBIOTEPHOT0 OMOIMOTEYHOTO MOUCKA.

ITockonbky I'X-MC oTHOCHTCS K KOMOMHUPOBAHHBIM METOJIaM aHaJIN3a, TO MHTEPIIPEeTaLUs

€T0 PE3YyJIbTATOB TOJILKO HAa OCHOBC MACC-CIICKTPOB 0e3 yucTa XpOMaTOI‘pa(I)I/I‘-IeCKI/IX napameTpoOB
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MOKET IIPUBECTH K OMIMOOYHBIM pe3yibraTaM uaeHTudukanmu [104], ocobeHHO i cOeIMHEHUH ¢
OJIM3KUMU CTPYKTypaMu, HampuMmep, B ciiydyae H30MepoB. MHAEKCHl ylnep:KUBaHMS SIBISIFOTCS
Haubosee HAJACKHBIMU M BOCIHPOU3BOJUMBIMU OTHOCHUTEIBHBIMU IapaMeTpaMu YAepKUBaHUS
aHauToB B ['X. B CBSA3M C 3TUM OHU HIMPOKO HUCIOJB3YIOTCS B KQUECTBE OJHOMEPHOTO Iapamerpa
JUT UACHTU(UKAIIMHA OPTaHUYECKUX COSAMHEHHUH U TIO3BOJISIOT BBIABISATH HE PA3IMYUMBIE IO Macc-
CHEKTpaM CTPYKTypHble OcCOOeHHOCTH Mosekyid. IlpencraBieHHble B Hacrosied pabote
CIPaBOYHBIC JAaHHbIE WHJIEKCOB YJEPKUBAHUA [UIS OMNHUCHIBAEMBIX COEIUHEHUI IO3BOJISIOT
3aMEHUTHh COIOCTABJICHHWE MApaMEeTPOB  YACPKUBAHUS HACHTU(QUIMPYEMBIX aAHAIUTOB C
napameTpamMu o0pa3IoB CPAaBHEHMS OIEpalreil UX COMOCTABICHHUS CO CIPAaBOYHBIMHU 3HAYCHUSMH,
AHAJIOTMYHO TOMY, KakK 3TO JejaeTcs B ciiydae Macc-criekTpos [104].

CrnenyeT OTMETHUTb, YTO Macc-CHeKTphl 1D MO3UIIMOHHBIX M30MEpPOB 00JIaalOT BBICOKUM
CXOJICTBOM MEXIy cO00#, 4TO MOXET NMPHUBECTH K OmMOKaM uiaeHTudukanuu. JepuBaruzanus (B
NEPBYIO OYepe/lb AlMIIMPOBAHNE) IEPBUYHBIX U BTOPUYHBIX AMUHOB - JOBOJILHO PAcIIpOCTpaHEHHAs
MPaKTHKa peleHus mpobdiaemsl quddepeHranuy n30MepoB, YCIEUTHO MPUMEHsIeMas, B YaCTHOCTH,
B Cilydae pas3jM4HbIX MPOU3BOAHBIX amberamuna u (enmnstanamuna [5,105,106]. B pesynbrare
JIEpUBATU3AIMM CHUTHA MOJIEKYJISIPHOTO HMOHAa MOXET OBITh YCHWJIEH 3a CYeT YBEIUYCHUS
MOJICKYJISIPHOM Macchl, KpOME TOTO OCHOBHBIE WyTH (pparMeHTaluud COEAWHEHHH MOTYT
U3MEHSATHCS, YacTO O0ecreunBas JOMOJIHUTEIbHYIO CTPYKTYpHYIO uHpopMarmio [106]. ITostomy
Hamu ObLTH nonydeHbl TOA nepuBathl Uisl BCeX UCCIEAYyEeMbIX COSAMHEeHM (71 coenuuenuit 1-6
u IIOIl gepuBatrhl), CHEKTPHl KOTOPBIX CYIIECTBEHHO pazHooOpasHee. C Jpyroil CTOPOHBI
razoxpomarorpauueckie IMHUKH JEpUBATOB TIO3UIIMOHHBIX HM30MEPOB, Kak IPaBHIO, HMEIOT
Jydiee paspemieHre, 4eM IMHKH COOTBETCTBYIOUIMX HCXOIHBIX COCTUHEHUH, YTO TaKKe JeaeT
nenecooOpa3HbIM ofyueHue jaepuBaroB. M, HakoHen, mo3unuoHHble u3oMepbl rpynmnsl NBOH
SBIISIIOTCS] TEPMUYECKH HEYCTOWYMBBIMH [ 78], 4TO /1e1aeT HEBO3MOKHBIM UX ONpE/IeTIeHNE METOIOM
I'X-MC, nosroMy mHojy4yeHHE IE€pUBATOB COECIUHEHUH 3TOM Ipynmbl C LEIbI0 UX MOCIEAYIOUIEH

mupdepennmannn MetooM I'X-MC sBasieTcst He06X0AUMOH 3aauei.

3.1.2. Memoo BIKX-MCBP
B kauecTBe aibTepHATHMBHOIO MeToAa s AuddepeHnranuy No3UIUOHHBIX n30MepoB N-
(2-3amenieHHBIX ) O H3MIT-2-(TUMETOKCU () EHIIT)ITAHAMUHOB MOXET HCIOJIb30BaThess MeTo BOXKX.
Meron TaHAEMHON Macc-CIIEKTPOMETPUM BBICOKOTO pa3pelIeHUs B COYETAHUU C JKUIKOCTHOM
xpomaTtorpadueir OblT HaMH HCIONb30BaH [UIsl YCTaHOBIEHUS OpyTTO-(GOpMYyN H3y4aeMbIX
COEZIMHEHUH U MOJIYIIPOIYKTOB, a TAKXKE JJIS ONpeIeIeHUs] HalpaBiIeHUui pparMeHTaluy ¢ UCTIONb-
3oBanueM UMDOP B ycnosusax JAMC. Ilpumenenne meroma MOP ¢ perucrpanueil MmosioXUTEIbHO

3apsAKCHHBIX HWOHOB TIPUBOAWT K 06p330BaHI/IIO IMPOTOHHUPOBAHHBIX MOJICKYJ OIPEACIIACMBIX
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coequnenuii. Ilpu wucnons3oBanHOM Ha (parmenrope Hampsbkenun 90 B B kauectBe Macc-
CHEKTPOMETPUUYECKMX JIaHHBIX OBUIM IOJYYEHbl CHUTHAJIBl MPOTOHMPOBAHHBIX  MOJIEKYII
UCCIIElyeMbIX COEIMHEHUM Oe3 nanbHelmed wMx (parMeHTalu, YTO IOBBIIIAET TOYHOCTh
U3MEPEHUs] MOJICKYJISIPHOM Macchl coenuHeHus. Taxxke ObLIM 3a()MKCHPOBAHBI COOTBETCTBYIOIIUE
anaayKThl ¢ KanmueM u HatpueM. C nenpro u3ydeHHs (parMeHTallMd MOJIEKYN COEIWHEHHH,
BBI3BAaHHOW CTOJIKHOBEHUSMH C HEUTpPAJIbHBIMH MOJIEKYJIaMH a30Ta, Obutd mpoBeraeHsl MC/MC
9KCHEPUMEHTHl C MCIIOJIb30BAHHUEM B KaueCTBE HOHOB-IIPEIIIECTBEHHUKOB IPOTOHHUPOBAHHBIX
MoJekya. 3HadeHus: sHepruu croikHoBeHus (CE) moaOupanuch MHIUBUAYaATbHO JUIS TPYIIIBI
COCMHEHUN TakUM 00pa3oM, 4yTOOBI MOKHO ObLTO 3aUKCHUPOBATh XapaKTEpHbIE (parMeHTHBIC
MOHBI, HO TPU 3TOM HM30€XKaTh CIUIIKOM CJIOXHON KapTHUHBI (pparMEHTAllUU, BO3HUKAIOUIEH MpU
IIOJTHOM pa3pylIeHus HOHa-mpeauiecTBeHHuKa. [1onoOpaHHble yCIOBUS MO3BONMIM ONPEAEIUThH
JUIE ~ UCCIEAYeMBIX  COCJUHEHHWH  KJIFOUEBBIE  CTPYKTYpHbIE  (hparMeHTBI  MOJIEKYIL.
3apeructpupoBansbie pu 3ToM MC/MC-CHEeKTpsl MPOTOHHPOBAHHBIX MOJIEKYJ MO3HIIMOHHBIX
U30MEPOB SBJISIOTCS TaKOM )K€ YHHKAJIbHOM aHAJMTUYECKOW XapaKTEPUCTUKOHN 3TUX COETUHEHUH,
Kak U crnekTpsl M3, u MOryT HCHOIB30BaThCS ISl HAJECKHOW HACHTHU(QHUKALMU MO3UIMOHHBIX
H30MEPOB B YCIOBUSAX MPETI0KEHHON aHAIUTHUECKOW METOAUKH.

B 1nenom, He3aBUCMMO OT BbIOOpa TOrO WM HHOTO HHCTPYMEHTAJIbHOTO TMOJXOAa,
KOMIUIEKCHAsI OIIEHKA pas3iIHuuil Xpomarorpauyeckux IMapaMeTpoB YACPKUBAHUS M Macc-
CHEKTPAIbHBIX JIaHHBIX MO3BOJSET YCHEIIHO JU(QepeHIMpoBaTh MO3ULIUOHHBIE U30MEPHl BCEX

IECTU CEPUH.

3.1.3. IIoo6op ycnosuii xpomamozpaguueckozo pazoenenus

Br160p ycnoBuii xpomarorpaduieckoro pasieieHus HO3UIMOHHBIX H30MEPOB OMpeesIcs
psanoMm ¢daktopoB. Bo-mepBbix, TN @as3pl Xpomarorpauyeckoil KOJOHKH JIOJKEH ObITh
JIOCTaTOYHO YHMBEpPCAJIbHBIM, MPUTOAHBIM A a”anu3a Apyrux Bunos HC u I[IB. Bo-BTOphIX,
NO3ULIMOHHbIE HM30MEpbl JOJDKHBI A(PQPEKTUBHO pa3fensaTbes Mexay coboi. Hexons wu3
JUTEPATypHBIX JIAHHBIX, CYLIECTBYIOIIMX METOJMK aHajlu3a HApKOTUYECKUX CpPEIACTB U
MPAKTUYECKOT0 OmbITa paboThl, it aHanu3a MertooM ['X-MC nHamu Obuta BbIOpaHa KanusuisipHas
KoJIoHKa JTMHOM 30 M ¢ ¢a3oii Tuna HP-5, kak HanbGonee BocTpeboBaHHAs B TaHHOM BHJIE aHAIU3a
U dYalle BCero npuMeHsemas B J1a00opaTOpusX IO HUCCIEIOBAaHMIO HAPKOTUYECKUX CPENICTB
[6,7,53,54,67,105,107].

C unenpio BbIOOpa XpoMarorpapuyeckoro pexuMma B KadecTBE OTIPABHOM TOUKH ObLIN
pacCMOTPEHBI YCIOBHUS IPOTPAaMMUPOBAHMSI TEMIEPATYpbI, INPUMEHSIEMBIE HAMHM paHee Jid

ONpCACIICHUA XpOMaTOFpa(I)I/I‘-ICCKI/IX XApPaKTCPUCTHK HCKOTOPLIX HHC, B TOM 4YHCJIE COECIUHEHMUI
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NBOMe [108]. Opmnako, Kak TIOKa3ajdd IPOBEICHHBIC OKCIIEPUMEHTBI, B O3THUX YCIOBHSIX
muddepeHIManys MO3UIHUOHHBIX H30MEPOB 3aTPyIHEHA HIIM HEBO3MOJKHA.

B cBa3u ¢ aTuM, Uig pa3fencHUsT HM30MEPHBIX COCAMHEHMH HaMHu ObUIM H3Y4YEHBI
BO3MOXXHOCTH H30TEPMHUYECKOTO DPEXHMA, IO3BOJIAIONIETO JOOUTHCA JIYUIIETO pa3/eeHus
Xxpomarorpauyeckux MHKOB  COCAMHEHWA ¢  ONM3KMMH  BpPEMEHaMH  yJCpKHBAHMUA.
OKCHEepUMEHTAIbHO OBLJIO YCTaHOBJIEHO, YTO JJIsi COEAMHEHUH BCEX WIECTH Cepuil, Kpome
kputnyeckoii mapel 24H-NBOMe (F) u 34H-NBOMe (F), mpuemiemoro paspericHusi TUKOB Ha
xpomatorpaduueckoii kononke tuma HP-5 mmuaoi 30 M MOXXHO JOOUTBCS B MU30TEPMHUYCCKOM
pexxume npu Temneparype 210 °C. B 3Tux ycnoBHSX MaKCHUMaJbHOE BpEMs aHajau3a sl BCEX
cepuil U30MEPOB U UX JIEPUBATOB HE MPEBBIIACT 27 MUHYT, UTO SABIISETCSA BAXXHBIM aCIIEKTOM MpHU
UACHTU(PUKAIIMK HW30MEPHBIX COCAMHEHHH B KPUMHUHAIUCTUYECKUX JabopaTtopusx. Bpemena
yIEp)KUBAHMS TUKOB COCTMHEHNH B KaXKIOH M3 CEpUU MO3UIIMOHHBIX M30MEPOB (32 UCKITIOUECHUEM
NBOH) yBenmnuuBarorcs B psay 23H-NBX < 26H-NBX < 25H-NBX < 34H-NBX < 24H-NBX <
35H-NBX, rae X — 3amecturenu -OCHs, -OCFs3, -F, -Cl, -Br B N-2-6ensunsnom ¢parmente. s
JIEPUBATOB M30MEPOB BCEX CEPHUIl MOPSIOK BBIXOJA MHUKOB HAa XpPOMATOrpaMMe aHAJIOTUYEH, 3a
uckmouenrem cepuit NBBr u NBOH, m1st KoTOphIX MOpsIOK BBIXOAAa MHKOB MEHSIETCS B CIy4yae
2,4- u 3,4- 130MepoB.

Jnst  xpomaTtorpauueckoro pas/ieleHusl IeCTH Cepuil TMO3WUIHMOHHBIX H30MEPOB C
ucnonp3oBanueM Merona BOXXX usnavanbho Obuta BeiOpana kosonka Agilent Zorbax Eclipse Plus
C18 RRHD c cunukarenem, MoauuIMpoOBaHHBIM OKTaIeIbHBIMU TpymnaMu (Cig), TpaAULIMOHHO
UCIIONIb3yEMbIM JIISl aHalIM3a HapKoTHdeckux cpenacts [12,77,107], B ToM 4ymcie COCTMHEHHIA
NBOMe [77]. Hamu BapbHUpOBAIMCH CIIEAYIONIHE MapaMETPhl: HAaYaIbHBIH ¥ KOHEYHBIH COCTaBBI
HNOJBMKHOM (ha3bl M CKOPOCTh M3MEHEHHsI cOcTaBa IOJABWKHON (pa3bl NpU HCMOJIb30BaHUU
I'PaJAMEHTHOIO PEKMMa WM COOTHOILICHHWE BOJABI M ALETOHUTPHIIA B M30KPAaTHUECKOM pexume. B
Ka4ecTBE JIOTIOJIHUTEILHOTO MapamMeTpa Moa0upanach TaKke TeMIlepaTrypa TepPMOCTaTa KOJOHKH.
CKOpOCTh MOTOKA TMOABIKHON (ha3bl IMMUTHPOBAIACH YCIOBHSIMH PAOOTHI NCTOYHHKA WOHU3ALNHU
Macc-CIEeKTPOMETpPa U CO3/1aBaeMbIM JIaBlIEHUEM B CUCTEMe, U Oblla BbIOpaHa n3HadaiabHO. OJHAKO
B CJIy4ae HCIOJb30BAHUS KOJOHKU C HemoaBWXHOHM ¢a3oil Cig uzomepsl 2,3- u 3,5- obpasyror
KPUTHYECKYIO Tapy IMHKOB, KOTOPBIE HE yJAIIOCh MOJHOCTBIO Pa3feUTh HU B OJJHOM H3 PEKUMOB.
AHajoruyHas cutyauusi HaOJroJanach MpH HMCIOJIb30BaHUU KOJOHKUM Agilent ¢ HemoABUKHOU
dazoii  pennn-rekcun (Zorbax Eclipse Plus Phenyl-Hexyl RRHD). Xpowmarorpadudeckoe
pasjielieHne TO3UIMOHHBIX H30MEpPOB BCEX MLIECTH TPYII C pasJelieHueM 10 0a30BOH JIMHUM
(xpomatorpaduyeckoe pazpemiearne Rs > 1,5) ObUIO JOCTUTHYTO C HMCIOJb30BAaHUEM KOJOHKHU
Agilent co BctpoeHHbIME aMuaHbIMU rpynnamu B Cis-ankuinbHoi nenu (Poroshell 120 Bonus-RP)

MeHee YeM 3a 25 MUHYT B M30KPAaTHYECKOM PEXHME NpH colepkaHuu aneroHutpuwia 15% (00.).
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Bpemena ynep:kuBaHusI TUKOB COSAMHEHUN B KXIOW M3 IIECTU TPYII MO3UIIMOHHBIX U30MEPOB
yBemmmuuBaiuch B piaay 34H-NBX < 23H-NBX < 35H-NBX < 25H-NBX < 24H-NBX < 26H-
NBX, rae X — 3samecturenan -OCHs, -OCFs3, -F, -Cl, -Br u -OH B N-2-6¢H3mibHoM (hparMeHre.

3.2. Inddepennuanusi mno3uiHOHHBIX n3oMepoB cepuun NBOMe

3.2.1. lugpgpepenyuayusn c nomouibio Memooa 2a30xHcudKoCmHOU Xxpomamozpagpuu
DKCIepUMEHTAITEHO OBLIO YCTaHOBJICHO, 91O IPUEMIIEMOTO paspenieHus
Xpomarorpauyecknux MUKOB BCEX COCAUHEHHUN TPYIIBI MOXXKHO JOOUTHCS B H30TEPMHUECKOM

pexume npu temreparype 210 °C (pucynok 3.1).

x105
g 24H-NBOMe
26H-NBOMe
19.82
8 17.20 35H-NBOMe
23H-NBOMe
7 20.73
1547
6 34H-NBOMe

18.92

25H-NBOMe
4 18.44
3
2

14 14.5 15 1565 16 165 17

20 205 2 215 22 225

Cguhﬁs VS. kcquisﬁldn Time ?min)
Pucynok 3.1 — XpomaTorpaMma cMecH IIECTH MO3UIUOHHBIX M30MepoB cepur NBOMe B

u3orepmuueckom pexxkume (210 °C)

Hapsiny ¢ 5TuM, HaMu ObUIO M3ydeHO Xpomarorpaduueckoe moseneHue TAA (87-92) u
[IDIT (93-98) nepuatoB NBOMe. M3oTepMuveckuii pexkxuM OKa3aicsi BIIOJHE MPHUTOIHBIM IS
pasnenenus TDA nepuBatoB 87-92, xpomaTorpadudeckue MUK KOTOPBIX 0ojee y3Kue U UMEIT

JydIlee pa3perieHue, 4eM COOTBETCTBYIOIIUE MTUKU coequHeHmid 1-6 (pucyHok 3.2).

x106 23H-NBOMe-TFA
55 19.72 26H-NBOMe-TFA 24H-NBOMe-TFA
5 2219  25H-NBOMe-TFA i zszZH-NBOMQ-TFA
45 i
4l 2339 344-NBOMe-TFA
as) 25.06
3
25
2-
15
1,
0.5/
0 ——— — e —————— .
17 175 18 185 19 195 20 205 21 218 22 A%%lﬁsn%ﬁ 123828 245 25 255 26 265 27 275 28 285
Pucynox 3.2 — XpomarorpamMmmMa CMecH IeCTH TpUPTOpaANETHIHHBIX JIEPUBATOB

no3uoHHbIX n3oMepoB NBOMe B nzorepmuueckom pesxxume (210 °C)



73

Jlnst N-nieHTa TopIipOnMOHOBBIX MPOU3BOAHBIX HE YIAI0Ch JOOUTHCS pa3jieiCHUs B CIIydae
uzomepHbix 34H-NBOMe-TIDIT (97) u 24H-NBOMe-T1DIT (95).

PaccuntaHHble HAMU 3HAYEHHS UHICKCOB ra30XpoMaTrorpaduueckoro yaep:KUBaHUs MIECTH
uzomepoB NBOMe (1-6) u ux tpudropaneruinbix (87-92) u nentadroprponuonossix (93-98)
JICPUBATOB U1 PEKUMA MPOrPAMMHUPOBAHUS TEMIICPATypbl M H30TEPMUYECKOTO pPEKHMa

npuBeeHbl B Tabauie 3.1.

Tabmuma 3.1 - 3HayeHus razoxpomaTrorpaduuecKux HHJICKCOB yACPKUBAHUS
JUMeToKkcu3aMelieHHbIX n3oMepoB NBOMe 1 ux 1epuBaToB, a TakKe JOBEPUTEIIbHbIC HHTEPBAJIbI

3HAYCHHUI UH/IEKCOB, PACCYUTAHHBIX C JJOBEPUTEIILHOM BEPOSITHOCTHIO 95%

O0600IIEeHHBIA (JTMHEHHO-
JTuHeHHbIH sorapupMUIEeCKuil) HHAEKC Jlorapupmuueckuit
HasBanue HHIICKC ynepxxubanus, Gl WHICKC
COETMHEHUS yIepKHBAHNA, peXUM U30TepMUYC- yIepKUBAHHS
RI MPOrpaMMHUpPOBa- | CKHUI PeKUM Kogaua, |
HUS

23H-NBOMe (2) 241745 241745 2388+4 2388+4
23H-NBOMe-TDA (88) 2488+4 2489+4 2462+3 2463+3
23H-NBOMe-II®IT (94) 243543 2435+3 2420+4 2420+4
26H-NBOMe (4) 245545 245545 242244 242244
26H-NBOMe-TdA (90) 253143 253243 249943 249943
26H-NBOMe-TI®IT (96) 247145 247145 245244 2451+4
25H-NBOMe (1) 2473+4 2473+4 244143 244143
25H-NBOMe-TDA (87) 2550+3 2550+3 251613 2516+3
25H-NBOMe- T1DIT (93) 2490+4 2490+4 247543 247543
34H-NBOMe (5) 2486+6 2486+6 2453+4 2454+4
34H-NBOMe-TdA (91) 2564+4 2565+4 253843 253843
34H-NBOMe-II®IT (97) 251245 2513+5 249943 249943
24H-NBOMe (3) 2499+6 2499+6 2468+4 2469+4
24H-NBOMe-TDA (89) 257343 257343 254543 254543
24H-NBOMe-TI®IT (95) 2525+6 252546 250343 250343
35H-NBOMe (6) 2519+6 2519+6 2483+4 2483+4
35H-NBOMe-TDA (92) 258243 2582+3 255343 255343
35H-NBOMe-TI®DIT (98) 2528+5 2528+5 251243 251243

Taxkum 00pa3oM, HAMH YCTAaHOBJICHA BO3MOXXHOCTh TU(EepeHIramm coeAnHEHUN cepun
NBOMe meromom I'X wmmm I'X-MC B ycloOBHSX H30TEPMHUYECKOTO PEKHMA IPH TEMIIEpaType
210°C 3a cyer pa3nuyuil MU3MEPEHHBIX 3HAYEHUM WHJIEKCOB YyJEPKMBAaHUS COCIMHEHMM WIM UX

TOA nepuBatos.
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3.2.2. lugpgpepenyuayun c nomouspio menmooa HcuoKoCmHoU Xxpomamozpaguu
Xpomartorpadpudeckoe pazaeneHue Bcex mectu nzomepoB NBOMe metomom KX Obuto
JOCTUTHYTO B HM30KpaThuyeckoM pexume npu 15% (00.) coaepkaHuu areToHUTpuiaa C

UCIIOJIb30BaHUEM Xpomarorpaduueckoit kononku Poroshell 120 Bonus-RP (pucynok 3.3).

1
x10

34H-NBOWe
281 Z4H-NBOMe
: 35H-NBOMe 6.48
15 23NBoMe 548
: 5.01 25HNBOMe 26HNBOMe
595 8.20

0.5.

1 15 2 25 3 B35 4 45 5 &6 6 65 7 75 8 85 9
Counts (%} vs. Acquisition Time (min)

Pucynoxk 3.3 - BOXX-MC xpomarorpamMma cMecH IIeCTH Mo3uIHoHHbIX n3omepoB NBOMe

B U30KPAaTUYCCKOM PCIKUME C BpCMCHAMU YACPIKUBAHUSA.

B otux ycioBusix Obutd  paccunmTtaHbl koddduimentsl yaepxkuanus (K), koTopbie
cocrasuu: 3.7 (34H-NBOMe), 7.3 (23H-NBOMe), 8.1 (35H-NBOMe), 8.9 (25H-NBOMe), 9.8
(24H-NBOMe) u 12.7 (26H-NBOMe).

Takum 00pa3oMm, BO3MOXHOCTH JKMIKOCTHOW XpoMaTorpaduu TO3BOJSIIOT HAJIEKHO
IuddepeHMpoBaTy  MO3UIHMOHHBIE  H30MEpPhl  CEpHUH NBOMe mno  mapamerpam

XpoMaTorpauyeckoro yaep>KuBaHusl.

3.2.3. Auppepenyuayusn c nomouyp1o macc-cneKmpog 31eKmpoHHoi UOHUIAUUU
3.2.3.1. Macc-cnexmpul 31eKmMpPOHHOU UOHUZAYUU

W3yuenne 3aperiuCTpUpPOBAHHBIX MAacC-CIIEKTPOB MO TO3WIMOHHBIX H30MEPOB CEPUHU
NBOMe (pucyHok 3.4) mokasajo, 4TO HHTEHCHBHOCTH CUTHAJIOB OCHOBHBIX HOHOB (M/z 121, 150 u
91) Oau3KK Mexy cOOOM, MOITOMY UX CIIO’KHO MCIIOJIB30BaTh A JU(depeHIaluu COeTUHEHNI
o Macc-criekTpy. CpaBHEHHE Macc-CIIEKTPOB 3TOH cepuu ¢ momoripio mporpammbl NIST MS
Search BeIIBHMIIO J0CTATOYHO BBICOKOE cx0jcTBO crekTpoB (Match factor B nuamasone 850-900),
YTO MOXKET MPUBECTHU K OLMIMOKAM HICHTU(DUKAIINH.

[Monyuennsie Hamu TOA u [IDIT nepuBatsl (87-98) umeroT Oosiee BBIpaKCHHBIE PA3THUUS
B Macc-CIIEKTpax MEXay H30MepHbIMH CTpykTypamu (pucynkum 3.5, 3.6) mo cpaBHEHHIO CO

CHEKTPaMH UCXOJIHBIX COEAMHEHHM, YTO MO3BOJISIET IOCTATOYHO YCIENIHO UX AU depeHInpoBaTh.
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Pucynok 3.4 - Macc-cnektpbl 1D no3unmonabix uzomepoB NBOMe (coeaunenus 1-6)
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Pucynok 3.5 - Macc-cniekTpsl 251eKTpoHHOM MoHu3aunu TOA nepuBaToB NO3UIIMOHHBIX

uzomepoB NBOMe (coenunenus 87-92)
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Pucynok 3.6 - Macc-cniekTpsl 251ekTpoHHOM noHu3auuu [1PI1 nepuBaToB MO3UIIMOHHBIX

uzomepoB NBOMe (coenunenus 93-98)
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B cBs3u ¢ atum, 1 muddepennumanuu nzomepoB NBOMe Ha ocHOBe Macc-criekTpoB MO
HaMH OBUTH HMCIIOJIb30BaHBl MacC-CIIEKTPOMETPUIECKHE TaHHBIC IMMO3UITMOHHBIX N30MepoB 1-6 m mx
nepusatoB 87-98 (pucynku 3.4-3.6), a TakKe OTHOCHTEIbHbIE MHTEHCHBHOCTH curHaiaoB (OMC)

OCHOBHBIX XapakTepHbIXx HOHOB TDA u [1DIT (87-98) nepusaros (tadmuimi 3.2, 3.3).

Tabnuua 3.2 — OTHOCUTENbHBIE MHTEHCUBHOCTH CUTHAJIOB XapakTepuUcTHYecKux HOHOB (%)
B Macc-crekTpax ayekTpoHHod woHm3ammu (70 5B) TPA nepuBaTOB MO3MIIMOHHBIX H30MEPOB

NBOMe, ckoppekTupoBaHHbIE HA HHTEHCUBHOCTH 0a3oBoro nuka (100%)

CoeHeHus OcHoBHBbIE HOHBI (M/Z) M X OTHOCHTEIbHbIE HHTeHCHBHOCTH (%)
121 151 164 91 397 136 107 300

25H-NBOMe-T®DA (87) | 64 19 100 41 20 <1 4 <1
23H-NBOMe-T®A (88) | 100 11 96 77 10 25 9 2
24H-NBOMe-T®DA (89) | 42 | 100 | 71 39 3 <1 2 -
26H-NBOMe-T®A (90) | 57 89 100 89 5 1 5 <1
34H-NBOMe-T®A (91) | 30 62 100 34 6 <1 9 -
35H-NBOMe-T®A (92) | 83 7 100 56 10 2 6 2

H[!I/IMe‘IaHI/Ie. OTHOCI/ITCHLHLIG WHTCHCUBHOCTHU CHUI'HAJIOB HOHOB, KOTOPLIC HaI/I6OHee Ba>XHbl  JJIs1

muddepeHuInanuy coeIMHEHNH, BBICICHBI )KUPHBIM HIPUPTOM.

Tabnuua 3.3 — OTHOCHTENIbHBIE HHTEHCUBHOCTU CUTHAJIOB XapaKTEPUCTHUECKUX MOHOB (%)
B Macc-CriekTpax aektponHod uonmsaimu (70 3B) IIDI1 nepuBaToB MO3MIMOHHBIX H30MEPOB

NBOMe, ckoppeKkTHpoBaHHbIE HAa HHTEHCUBHOCTH 0a30Bor0 nuka (100%)

CoexnHeHns OcHoBHBIE HOHBI (M/Z) M MX OTHOCHTeJIbHbIE HHTeHCHBHOCTH (%0)
121 151 | 164 91 447 136 107 300

25H-NBOMe-TI®IT (93) | 72 21 | 100 | 42 22 1 4 <1
23H-NBOMe-TI®II (94) | 100 10 84 65 9 21 8 2
24H-NBOMe-IIPII (95) 44 100 | 69 36 3 <1 2 -
26H-NBOMe-ITIPII (96) 63 86 100 79 4 1 5 <1
34H-NBOMe-IIPII (97) 40 64 100 38 6 <1 10 -
35H-NBOMe-IIPII (98) 96 8 100 56 10 2 6 2

H[!I/IMeanHe. OTHOCHUTEIbHBIC HWHTCHCUBHOCTH CHTHAJIOB HOHOB, KOTOPLIC Hauboyiee BaXKHBI JJISA

JuddepeHIraIIN COSTUHSHNH, BBIICICHBI KUPHBIM HIPUDTOM.

3.2.3.2. @paemenmayusi noo oelcmsuem 31eKmpoHHOL UOHUAYUU

OcHoOBHBIE HallpaBlieHHs (hparMeHTauu coequHeHni 1-6 1 uX JepuBaTOB MO JecTBUEM
AIIEKTPOHHON MOHU3AIMU, IPEICTABICHBI HA PUCYHKE 3.7.

Mornekynsipabie HOHBI coequaeHmid 1-6 (M/z 301) MeroT HU3KYI0 HHTEHCHBHOCTh M B Macc-
CHEKTpE MOTYT OBITh MPAKTUYECKU HE BUJHBI, YTO COIJIACYETCS C JIMTEPATYPHBIMH JTAHHBIMH JIJIS
coenuuenus 1 [37]. HampoTuB, cUrHambl MOJIEKYISPHBIX HOHOB gepuBatoB M/z ¢ 397 (87-92) u
447 (93-98) moctaTouHO WHTEHCHBHBI, MPHUYEM HAHOOJIbIIass HHTEHCHBHOCTh 3apETHCTPUPOBAHA B

Macc-crieKkTpax coenuHenuii 87 u 93.
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Pucynok 3.7 - OcHoBHble HampaBieHus (parmenrtanuu coequHennit NBOMe u ux N-

AlUJIBHBIX ACPUBATOB B MAaCC-CIICKTPax BHGKTpOHHOfI MOHH3alINU

OnHUM W3 OCHOBHBIX HAaINpaBlICHHH (QparMeHTanmu, XapakTepHbiM st N-OeH3wmi-f-
(deHuIITaHaMUHOB, BKJIIOYas coefquHeHus cepun NBOMe, sBasercsa paspbeiB cBsizu C-N co
CTOpOHBI 2-MeToKkcuOeH3mibHOro (parmenta [28,81,83], mpuBoasmmii kK 00pa30BaHHIO HOHA
tporunreBoro tumna CgHoO" (Mm/z 121), koTopwlii, BhIOpachiBas MoOJEKydy (opManbiaeruma,
npespaiaercs B karuon Tpormiis C7H7" (m/z 91) (pucyrok 3.7.). IHTEHCHBHOCTD MTHKa MOHA C
m/z 121 B criekTpax 1-6 makcumanbHa. [n1s 1epuBaToB 0OEHX TPYII WHTEHCHBHOCTD MHKa HOHA C
m/z 121 makcumainbHa TONBKO Ui coequHenuit 88, 94 u nMmeeT pasTUUHYI0 MHTEHCHBHOCTB IS
OCTaJIbHBIX U30MEPOB, UTO MOXKET ObITh UCIOIB30BAHO ISl UIEHTU(GUKALNU. DTOT (aKT MO3BOJISIET
HanexkHO audpdepernuponars 23H-NBOMe (2) cpenu ocTanbHBIX MO3UITMOHHBIX H30MEPOB.

WHTEeHCHBHOCTh CHTHala KaThoHa Tpomwius (M/Z 91) B Macc-CHeKTpax MpPOM3BOIAHBIX
coenuHeHus 4 (Tabnuipl 3.2, 3.3) CymIeCTBEHHO BBIIIE, Y€M Y OCTATbHBIX MMO3UIIHOHHBIX H30MEPOB,
YTO MOXXET CIYKUTh BaXXHBIM KpuTepueM npu auddepenumanun 4. AHaIOTHYHAS TEHICHLUS
HaOmogaercst U B cnekrpe camoro coeaunerus 26H-NBOMe (4) (pucyHok 3.5.). BepositHo, 3Ta
0COOEHHOCTh CBSI3aHA C JONOJHHUTEIBHBIM 00pa30BaHWEM KATHOHOB TPOIMJIMS, HAIpuMmep, B
pesynbrate ¢parmentaiun noHa CoH1102" (M/z 151), obpasyromierocst B pesynbrare f-paspbiBa
YIJIepOJ-YIJIEPOIHOW CBS3M C COXpaHEHHEM 3apsla Ha 0e3a30THOM (IMMETOKCHOEH3UIBHOM)

dbparmerTe Mosekynbl. lIpuBoasimias kK 0O0pa3oBaHWIO KAaTHOHA TPOIMJIUS TOCIIEI0BATEIbHAS
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noTepsi ABYX MOJIeKyn Qopmanbaernga u3 noHa ¢ M/z 151 obnerdaercs 3a cueT ABYX opmo-
PacIoIOKEHHBIX METOKCUTPYII (Tak Ha3bIBaeMbIi, «opTo-3¢dexT») [83,109,110].

Katnon CyH1102" (m/z 151), HecMOTps Ha HEBBICOKYI0 MHTEHCHMBHOCTH CHUTHAA,
pErUCTpUpYETCd B  MAacc-CIIEKTpax BceX HU30MepoB (pucyHok 3.4), oaHaKo, Haludue
METOKCUTPYIIIBl B NApa-TIOJIOKEHUH, T0-BUIUMOMY, OOECHeYMBaeT Jy4Ilyl CTaOWIN3aluio
3apsiia 32 CYeT BO3MOYKHOCTH KOHBIOTAIIMH JIBOMHBIX CBSI3EH, YTO NMPUBOIUT K IMOSBICHUIO Oosee
WHTEHCUBHBIX CHTHAIOB B crektpax coeamHeHuit 3 u 5. s obeux rpymnn (TPA u IIDII)
JIepuBaTOB 00pa3zoBaHue WoHa ¢ M/z 151 mpu [-pa3pbiBe CTaHOBHUTCS JIOMHHUDPYIOLIMM, a
MHTCHCUBHOCTh MOHA U3MEHSIETCS B JOCTATOYHO LIMPOKHUX TpeAeiax, YTO MOXKET OBITh MOJIE3HO
s quddepennuanuu coeaunenuit (pucynku 3.5, 3.6, tabmunel 3.2, 3.3). bomee Toro, B ciyuae
nepuBaToB 2,4-u3omepa (coenunenus 89 u 95) non m/z 151 umeer MakCUMaIbHYIO HHTCHCUBHOCTD
B CIIEKTPE, YTO MO3BOJISIET OJJHO3HAYHO HIICHTU(DUITUPOBATH JAaHHBIA H30Mep.

Kak namu Obuto ycranomieno panee [51], mms katmoma CoH1102" (m/z 151) moxer
HaOJI0IaThCs peakiys ¢ BeIOpocoM paaukana CHze u oOpasosanueM karuon-pagukana CsHgO2*"
(m/z 136). O6Gpa3oBanue KaTHOH-paauKaia ¢ M/Z 136 Haubosiee XapakTepHO JJIs JACpUBATOB 2,3-
usomepa (88 u 94), B Macc-CrieKTpax KOTOPbIX HHTEHCHMBHOCTh €r0 CUTHANIA 3HAYUTEIBHO BBIIIE TI0
CPaBHEHHIO C MAaCC-CIIEKTPaMH JCPUBATOB OCTAJIbHBIX H30MEPOB, YTO MOMKET CIY)KUTh OJTHUM U3
BOKHEHIINX OTJIMYUTENIBHBIX NMPU3HAKOB mpu auddepenuunanum coequnenus 2 (pucynku 3.5, 3.6,
tabmumpl 3.2, 3.3). Jng camux coeauHeHuit 1-6 MHTCHCHBHOCTH CcHUTHaga M/Z 136 B 1einom
HeBenuka. Hanbounblass ero MHTeHCUBHOCTh Habmomaercs B cnekrpax 23H-NBOMe (2) u 35H-
NBOMe (6), uTo oTaH4YaeT uX OT CHEKTPOB OCTAJBHBIX U30MEPOB (PUCYHOK 3.4).

PaspeiB cBsisu C—N npu fS-atome yriepoja IUMETOKCU(PEHWIITUIBHOIO (parMeHTa
IPUBOAUT K MosiBiieHnto curaana uona CioH1302" (Mm/z 165), HabmogaeMoro B Macc-CIeKTpax BCex
M30MEpPOB U UX AepuBaToB. OJTHAKO HHTEHCUBHOCTh CUTHAJIA HEBBICOKA, JIE)KUT B Y3KOM JIMATNa30He
3HAUCHUI, ¥ CHTHAN CIOXHO MCHONIB30BaTh sl Auddepenimanmu nzomepos [51,111].

OGpasyromuii B pesynbrare f-paspbiBa kKation uMuaus CoH1aNO™ (m/z 150) umeet Bropoii
[0 WHTEHCHBHOCTH CHMTHall B Macc-crekTpax coeamuenuit 1-6 [51,81,83,111]. Ha pucynke 3.4
BHUJIHO, YTO IS coefnHeHni 1,2,4-6 MHTEHCUBHOCTD MUKa ¢ M/Z 150 mpHOIU3UTEIBHO OTHHAKOBA,
B TO BpeMsl Kak JJs COeIMHEHHUs 3 3Ta BEIMYMHA HECKONIbKO HMke. B cmydae N-amunbHbBIX
nepuBatoB 87-98, oOpa3oBaHWe KaTHOHA WMHHHS HE OJArompwsiTHO, 4YTO CBSI3aHO, C
KOHKYPHUPYIOIIMM TIPOIieccoM, meperpynnupoBkoit Mak-Jladdeprtu, npuBossiieit k o0pazoBaHUIO
JIMMETOKCUCTUPEHOBOTO KaTnoH-pagukain-CioH1202°" (m/z 164) (pucynok 3.7).

O6pasosanne katrona C17H20NO2" (m/z 270) B pesynbTaTe BHIOpOCa METOKCUpAIUKAIA U3
MOJIEKYJISIDHOTO MOHa Habmomaetcst ansa coeauHenuid 1-4.  Tlo-Buammomy, peakimuu

6JlaFOHpI/I}ITCTByeT HaJIM4ue XOTS ObI OJIHOM opmo-MCTOKCUTPYIIIILI B ILI/IMCTOKCI/I(I)CHI/IJ'IBTI/IJILHOI\/'I
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YaCTH MOJICKYJIBI, I0O3TOMY CHTHaJ MOHA ¢ M/z 270 He HaOmoqaeTcst B ciiydae COeIUHEHUH 5 u 6.
Hawnbosiee MHTEHCUBHBIM CUTHA PETHUCTPUPYETCS A COeAMHEHUN 1 M 0COOGHHO 2, CTPYKTYphI
KOTOPBIX COJEpXAaT JOMOJHUTEIbHYI0 METOKCU-TPYIILY B Mema-TIOJNIOKEHUH. AHAIOTUYHAS
peakius onucana it ocHoBanuil ludda, momydyeHHBIX U3 0pmo-METOKCU3aMEIIEHHBIX aHAJIOTOB
amperamuHa, U HekoTopbix coenuHenuit NBOMe [109,111]. Tlpeamonaraercsi, 4TO MpoIeCcC
BHIOpOCAa METOKCHTPYIIIIBI MPOTEKAET C y4acTHEM aroMa a30Ta W O0pa30BaHHEM ITHMKIMYECCKHX
YaCcTHII, YeMY CIIOCOOCTBYET opmo-nojokeHne Metokcurpymmsl [111]. IosiBieHre aHATOTHYHBIX
karuoroB C1oH1gNOsF3* (m/z 366) u C2H1sNOsFs* (m/z 416) nabmromaercst 1 B Macc-CIEKTpax
HEKOTOPBIX JICPUBATOB.

OGpasoBanue katnoH-pagukainoB CoH1202°" (m/z 152) u C10H1202°" (M/z 164) B pesynbrare
¢dparmenTanu coenuHennid 1-6 u ux gepuBatoB 87-98 conmpoBoXkKAaETCS NeperpynnmupoBKoi Mak-
Jladbdeptn, kak u aas mHorux coeauunennii NBOMe [37,51,81,83,111]. CTpyKTyphl KaTHOH-
pamukanoB CoH1202*" (m/z 152) u CioH1202*" (m/z 164) Gbutd ycTaHOBIIEHBI HAa OCHOBAHUM
U3Yy4EHHBIX HAMHU OCOOCHHOCTEH (pparMeHTalMy U MPOTEKaHus neperpynnupoBku Mak-Jladdeptu

st coeaunenus 2,4,6-TMPEA-NBOMe ¢ nomomnipio meroga I'X-MCBP [51].

3.2.3.3.0cobennocmu npomexanus nepecpynnuposku Max-Jlaghgpepmu na npumepe
2,4,6-TMPEA-NBOMe u ezco oepusamos ¢ nomowwro memooa I’ X-MCBP

OcnoBuble HanpasieHus pparmenranuu 2,4,6-TMPEA-NBOMe noka3ans! Ha pucynke 3.8.
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Pucynok 3.8 - OcHoBHBIC HampaBieHusi pparmenTanuu coeaunenus 2,4,6-TMPEA-NBOMe

U €r0 METUJILHOTO, alleTHIIBHOTO, TPU(TOPALETHIILHOTO IEPUBATOB B Macc-criekTpax MO
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B pesynbraTe TaHIEMHBIX O3KCIEPUMEHTOB YCTAHOBJICHO, YTO f-pa3pblB MPUBOAHWT K
obpazosanuio kartnoHa wumuHms CoH1pNO™ (m/z 150.0913), HMHTEHCHMBHBIA IHK KOTOPOIO
HaOmogaeTcss B Macc-crekTpe camoro coeaunenus 2,4,6-TMPEA-NBOMe nu6o ananoruyHoro
karuona C1oH14aNO™ (m/z 164.1070) B ciaydae ero METHUILHOTO JIEpUBATa.

s anetminbHOTO 1 TOA mpou3BOAHBIX 00pa3oBaHUE KATHOHA WMHUHHS HE OJIArOMPHSITHO.
[To-BuaMMOMY, 3TO CBSI3aHO C KOHKYPHPYIOIIUM IPOIIECCOM - TieperpynnupoBkoit Mak-Jladdeptw,
IpU KOTOPOM pa3pbiB COMPOBOXKAAETCS IEPEHOCOM BOJOpOJa M 0Opa3oBaHHEM CTaOMILHOTO
TPUMETOKCUCTUPEHOBOTO paJHKall-KaTHOHA C (OPMUPOBAHUEM 3apsia Ha 0JIeUHOBOM MPOIYKTE
[78,112]. Tlporekanue TakoW MEPErpyNIHPOBKH MO3BOJISICT OOBSICHUTH NOSBICHUE B Macc-
crekTpax aneruiabHoro u T®A nepusaroB katron-paaukana C11H1403°" (m/z 194.0937), koTopsiii
B TocienyromeM pacnagaercs ¢ BeiOpocoM pammkaioB CHz* m CHO®, uyto moaTrBep)kmaercs
MPOBEJICHUEM TaHJICMHBIX YKCIIEPUMEHTOB. AHAJIOTHYHBIC KATHOH-PAINKAIBI PETUCTPUPYIOTCS U B
Macc-criekTpax N-aluiIbHBIX IPOU3BOAHBIX IPYrUX coenuHenuit cepur NBOMe [111,113].

O6pasoBanre KatnoH-pagukana CioH1403*"  (m/z  182.0937) mnpu ¢parmenTanun
coenunenus 2,4,6-TMPEA-NBOMe taxke cBsizZaHO C NpOTEKAaHUEM NEperpynnupoBku Mak-
JlapdepTr ¢ murpanmeii aroma BOIOpOJa OT a30Ta AMHHOTPYIIBI K OCH30JIBHOMY KOJIBILY.
JloKa3aTebCTBOM TaKOro Mexanu3ma obpasoBanus noHa Ci1oH1403™" ciiykuT akt oTCyTcTBUS €ro
CHUTHAJIa B MAacC-CIEKTpax JEpPHUBAaTOB, HE COJEpKalIMX CBOOOJHOTO aToMa BOJOpOJA TIPHU
aMHHOTpyIIe. AHAJOTHYHBIA Tpolecc HaOmomaeTcs npu (GparMeHTanuu [-(eHUIITaHAMIHOB
cemeiictBa 2C [7,12], HEKOTOPBIX MPOM3BOAHBIX amperamuHa [5,6], a Takke APYTUX COCTUHEHUIT
cepun  NBOMe [37,111,113]. IlpucyTcTBHE JOHOPHOW TPYNIHUPOBKH B ANApa-TIONOKEHUU
OeH30JIbHOTO  KoJblla  coequHeHu cepun NBOMe  OGnaronpusiTcCTByeT  NPOTEKaHUIO
MEPEerpynIupoOBKH, O YeM CBUACTEILCTBYET HajiWuue OOJee  HMHTEHCUBHBIX  ITUKOB
COOTBETCTBYIOINX KaTHOH-PAJIMKAJIOB B MAcC-CIIEKTPaX TaKUX coeAnHEHHH. B obmmem ciydae ams
ankuinbeH3onoB  cumraercs [114], uro Hawmbojee BEPOSATHBIM MEXAHU3MOM MPOTEKAHHS
NEePEerpyNIUPOBKH SIBISETCS 00pa3oBaHME METUJICHIIMKIOTeKCaAUEHOBOTO KaTHOH-paauKana (MOH
A Ha pucynke 3.8 B ciiyuae coenunenus 2,4,6-TMPEA-NBOMe). Ilpu sToM npenmonaraercs, 94To
NeperpyrnmupoBKa HE MPOXOIUT M3-3a CTEPUUECKOTO 3aTPyJHEHHS MEepPEeHOca BOAOpOaa, eciiu o0a
OpmMo-TIONIOXKEHUsT OCH30JIbHOTO KoJjblla 3aMerneHbl [114,115]. JleficTBUTENBHO, OONBIIMHCTBO f-
(dbeHmIITaHAMIHOB, BKJIFOYAasi BCE OMHMCAaHHbIE B TUTepaType coenunenus cepuit NBOMe u 2C, nns
KOTOPBIX HAOJI0aeTCs TaKasl IeperpynIupOBKa, COAEPKAT XOTs ObI 10 OJJHOMY aTOMY BOJIOPOa B
Opmo-TIOJNIOKEHUH OeH30JIbHOTO KoJiblia. OmHako coeawnenue 2,4,6-TMPEA-NBOMe seisiercs
WHTEPECHBIM TMPUMEPOM TNPOTEKaHUs NeperpynnupoBku Mak-JlabdepTn npu 3aHATBIX opmo-

MOJIOKEHUSX OCH30JIBHOTO KOJIbIla. HO-BI/IIII/IMOMy, BO3MOXHOCTb HNPOTCKaHHUA NEPCTrPyHITMPOBKU



83

CBs3aHA HE C MPOCTPAHCTBCHHBIMU (DAKTOpaMH, a 3aBUCUT OT pACIPEACNCHUS AIICKTPOHHON
IIOTHOCTU. Hanmuune Tpex MOHOPHBIX METOKCUTPYII M UX «CHUMMETPHUYHOE» PACIOJIOKEHHE B
OCH30JIbHOM KOJIbIIE MPUBOAUT K IEpEepaclpesieliCHHIO SJIEeKTPOHHON IJIOTHOCTH MOJIEKYJIbI,
ONaronpusATCTBYIOIIEMY NPOTEKaHUIO MeperpynnupoBku. [leperpynmupoBka HaOmogaeTcs U Ipu
HAJIMYUU JIBYX METOKCUTPYIII B OpmO-TIONOXKEHUAX OCH30JBHOTO KOJIbIIA, YTO BUIHO HA PUMEpE
Macc-criekTpa 2,6-numerokcuamderamuna [5]. [loaTBepkaeHrHeM OIaromnpusTHOrO aJJAUTHBHOTO
BJIIUSIHUS JIBYX JOHOPHBIX 3aMECTHUTENEH B napa- U opmo- MOJOKEHUAX OCH30JIbHOTO KOJbIa Ha
NPOTEKAHWE  TEPETPYNIUPOBKH  MOXKET CIYy)KUTh  HauOOJNbINas  MHTCHCUBHOCTh  ITHKA
oOpa3yromierocss KaTHOH-paJKana B Macc-criekTpe 2,4-muMeTokcrnaM@eTraMraa 10 CPaBHEHHIO C
apyrumu u3omepamu [5]. Awnanormunas 2,4,6-TMPEA-NBOMe curyamust HaGmomactes Ipu
dparmenraruu 2,4,6-tpumerokcuamderamuna [6], Macc-CreKTp KOTOPOrO COAEPKHUT Haubosee
WHTCHCUBHBIA MUK HOHA ¢ M/z 182 1m0 CpaBHEHHIO C JAPYIMMH TPHUMETOKCHIIPOU3BOIHBIMU
amperamuHa. DTOT HMOH oOpasyercs W B ciydae 2,3,6-rpumerokcuamderamuna [6], omHako
M3MEHEHHUE TOJIOKEHUSI OJHOW U3 METOKCUTPYII C napa- Ha Mema- 3HAYUTEIbHO YMEHbBIIAeT
WHTEHCUBHOCTD €r0 CUTHAaJA.

Tangemubie Macc-criekTpomerpudeckue skcrnepuMertel (MC/MC) B pexume IUC
NOKa3alk, 4YTO JainbHeimas ¢Qparmenranus karuoH-pamukana CioH1403®" (m/z  182.0937)
NPOTEKACT M0 HAIPABJICHUSIM, TUIIMYHBIM U1 METOKCHIIPOM3BOHBIX OeH3oma [116,117] u csizaHa
¢ BeIOpocoM aToMa Boaopoja, paaukaioB CHz®, CHO® wiu monekynsl hopmanpaeruaa (pUCyHOK

3.9).

d 4o
(O i<
o | o CHO® —G
<_ +
CoH1305" ik CoH430;"
m/z = 181.0859 m/z = 153.091
~
O/ % O (|3 O/ I+
: _CH,0 . : %
E\j/ <27 CqoH1403 -CH3 [”\ 0
[ m/z = 182.0937 %
—0 0
CgH205™" CoH14 05"
m/z = 152.0832 m/z = 167.0703

Pucynok 3.9 - Hanpasienus pparmentarmu katnos-paaukaina C1oH1403°" (m/z 182.0937)

3.2.3.4. Ocobennocmu npomexanust nepecpynnuposku Max-Jlaghghepmu 0151 no3uyuonnwix
uzomepos u ux oepusamos cepuu NBOMe
Kax mokaszano B npepIaylneM pasjeie, oopazoBanue katnona umunaus CoH12NO™ (m/z 150)

B ciydae N-anminpHbIX aepuBatoB 87-98 He OnarompusiTHO, YTO CBSI3aHO, C KOHKYPUPYIOIIAM



84

IIPOLIECCOM, neperpynnupoBKoOn Maxk-Jlapdeprn, IIPUBOISALIEH K 00pa30BaHUIO
JMMETOKCUCTUPEHOBOrO pamaukan-katnona CioH1202*" (m/z 164) (pucynok 3.7). Cremyer
OTMETHTb, YTO IS BCEX JCPUBATOB, 3a UCKJIOUEHUEM 2,3 u 2,4-u3oMepa, curian m/z 164 umeer
MaKCHMaJbHYI0 UHTEHCUBHOCTb B CIIEKTPE, UYTO MO3BOJISET HAJEKHO OTIMYUTH TH MMO3ULHUOHHbBIE
U30MepHI 0T coeaunenuit 2 u 3 (pucynku 3.5, 3.6, tTabmurms 3.2, 3.3).

Jpyroii BapuaHT meperpynnupoBkd Mak-Jlagdeprtn, nporekaromuii ¢ MUrpanuei aroma
BOJIOPOJIa OT a30Ta aMHHOTPYIIBI K JUMETOKCH3aMEIICHHOMY OC€H30JIbHOMY KOJIBILY, IPUBOJIUT K
HOSBICHUIO B Macc-ClieKTpax coeauHenuii 1-6 katmon-pamukana CoH1202°" (m/z 152) (pucyHok
3.8), ananornyno obpasoBanuio karnoH-paaukana CioH1403*" (m/z 182.0937) npu ¢parmeHTanuu
coenuHenus 2,4,6-TMPEA-NBOMe [51]. Kak yxe ormedanock Hamu Ha npumepe 2,4,6-TMPEA-
NBOMe, unTepecHbIM (aKkTOM SIBISETCS BO3ZMOXKHOCTh MPOTEKAHUS MEPErpyNIUPOBKUA HE TOIBKO
IpU HAIMYUHU B MOJIEKYJIe XOTS Obl OJJHOTO aTomMa BOJOPOAA B OpmO-TIONONKEHHH OEH30JbHOIO
KOJIbIIA, HO M TPH 3aHATBHIX 000uX opmo-nonoxenusx [51]. Haubomee BEpOATHO, YTO OCHOBHYIO
pOIb B TEPETPYNIHPOBKE HIPAIOT 3JIEKTPOHOJOHOPHBIE CBOWCTBA 3aMEIIEHHOTO OEH30JIbHOTO
KOJIbIIa, 3aBHUCAIIME OT XapakTepa W B3aWMHOTO PACIOJIOKEHHUS 3aMECTUTENeH, a MPUCYTCTBUE
JOHOPHOTO (hparMeHTa B napa-TIONOKEHUH CIIOCOOCTBYET MPOTEKAHHUIO MNEeperpynnupoBku. B
ciydae coequnenust 24H-NBOMe (3), umeroiiero METOKCUTPYIIIbL B 0pmo- U napa- NOJ0KEHHSIX,
WHTEHCUBHOCTh THKa KaTuoH-pagukaga CoHi1202°" 1o cpaBHEHHIO ¢ IPYIUMH MO3HMIMOHHBIMH
nu30MepaMH HauOOJIbIIIas, YTO COOTBETCTBYET onucaHHOi 3akonomepHocTH. Jlas 34H-NBOMe (5)
u 25H-NBOMe (1) uHTeHCHMBHOCTH curHama M/z 152 cHikaercs mpakTuuecku B 2 U 3 pasa
COOTBETCTBEHHO 1O CpaBHEHMIO ¢ coeaunHeHueM 3. IleperpynnupoBka HaOmonaeTcs U B ciaydae
OCTaJIbHBIX MO3UIIMOHHBIX H30MepoB, BKiMoyas 26H-NBOMe (4), oqHako MHTEHCHMBHOCTh CHTHAJIa
KaTHOH-paJiiKaja eIle HIKEe W JOCTHraet HauMmenbliero 3HaueHus st 23H-NBOMe (2).
AHalOTHYHAasE KapTHHA HAOJIIOAaeTCsl B MacC-CIEeKTpax M30MEPHBIX AMMETOKCHaM(pETaMUHOB, T/IE
CUTHaJI 00pa3ylolIerocs B pe3ysbTaTe MEperpynnupoBKH KaTHOH-pajJuKana UMeeT HauOOJIbIIYIO

WHTCHCHBHOCTB B ciydae 2,4-iu30Mepa 1 HauMeHbIyto s 2,3-u3zomepa [5].

3.2.3.5. Ancopumm oughgpepenyuayuu uzomepos cepuu NBOMe na ocrnose macc-cnekmpos
IIEKMPOHHOU UOHUZAYUU
[Mo3ummonnsie m3omepsr cepui NBOMe moryt ObITh muddepeHIIMpoBaHbEl HA OCHOBE
OTHOCHUTEJIBHBIX WHTEHCHBHOCTEH XapaKTepHbIX HOHOB B Macc-crmiektpax TAOA (wm TIDIT)
JIepUBaTOB coeAMHEeHuH 1-6 mo crieayromeMy alropuTmy.
JlaHHBIC, TPUBEACHHBIC B TaOymIle 3.2, MOKa3pIBaIoT, uTo B criekrpax 23H-NBOMe - TOA
(88) u 24H-NBOMe - TDA (89) wonsr ¢ m/z 121 u m/z 151 cOOTBETCTBEHHO SABJISAIOTCSA 0A30BBIMHU

NUKaMH, 4TO IMO3BOJISIET OJHO3HAYHO auddepeHuupoBath 2,3- u 2,4- U30MeEpbl OT OCTaJIbHBIX
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uzomepoB cepun NBOMe. [Ina ocranbHbIX H30MepoB crieKTpsl TMA nepuBaTOB MMEIOT 0a30BBIN
ik ¢ M/z 164. B sroit rpynme criektp 26H-NBOMe - T®A (90) nerko pasnuyaercs OT CIIEKTPOB
OCTaJIbHBIX TPEX U30MEPOB 10 OTHOCUTEIHHBIM HHTEHCHBHOCTSAM CHUTHAJIOB HOHOB ¢ M/Z 151 u 91,
3HayeHus KoTopeix it 26H-NBOMe - TOA (90) onunakoBbie U Haubosnbiiue (89%). 3,5-u3omep
TaKkKe HaJeKHO MUGGEpPeHIHPYETCs IO 3HAYCHUSM OTHOCHTEIHHOW MHTEHCUBHOCTH CHTHAJIOB
HOHOB ¢ M/z 121 u 151, KOTOpBIE SABISIOTCS COOTBETCTBEHHO HAWOOIBIIMM W HAUMEHBIIMM B
rpymre ¢ 06a30BeIM KoM M/z 164. JTuddepeHimanus oCTalbHBIX MO3UIMOHHBIX H30MepoB 25H-
NBOMe - T®A (87) u 34H-NBOMe - TDA (91) Bo3MOXKHA Ha OCHOBE CPAaBHUTEIBHOIO aHAIM3a
OTHOCHUTEJIbHBIX MHTCHCHUBHOCTEH CHUTHAJIOB MOHOB ¢ M/z 121 u 397, 3Ha4yeHuss KOTOPHIX s 2,5-
nu30Mepa MPEBBIIIAIOT aHAJOTHYHbIE 3HAaueHus i 3,4- u3omepa Oonee, yeM B 2 u 3 pasza
COOTBETCTBEHHO. B TO K¢ BpeMs, 3HAUCHHs OTHOCUTEIbHOW WHTEHCHMBHOCTH CHUTHAJA HOHA C M/Z
151 nns 34H-NBOMe - TDA (91) Boimie Ooisiee, yem B 3 pasa, no cpaBaenuio ¢ 25H-NBOMe -
TDA (87).

AHanoruyHas ~ 3aKOHOMEpPHOCTb  HaONIOJaeTcsi  MpU  aHAIM3€  OTHOCUTENbHBIX
unrencupHocten [1PII nepuBaroB coenunenuit 1-6 (tadnuma 3.3).

Takum oOpazom, nuddepenmanys TO3UIMOHHBIX U30MepoB cepun NBOMe (coenunenus
1-6) ¢ mpuMEHEHHEM MacCC-CIIEKTPOB 3JICKTPOHHON MOHU3AIMH MOKET OBITh OCYIIIECTBUMA TOJBKO

B ClIy4Jac pCrucCTpalu KakK CIICKTpa CaMOro COCAMHCHHA, TaK U €T0 N-aIII/IJH)HOFO AcCpHrBara.

3.2.4. lugpgpepenyuayun c nomowyvio /JUC-cnekmpoe npomoHupo8anuslx MoaeKy1
3.2.4.1. Cnexmpuwt JJUC npomonuposanHvix MoaeKy

Jlnst u3ydeHus: pparMeHTalMi COeAWHEHNH 1-6 HaMH MCIONB30BAIHMCh YETHIPE 3HAUYCHUS
sHepruun cronkHoBeHuit (CE): 10, 15, 20 u 40 »B. Ilpu 3nauenun CE 40 3B uacth xapakTepHbIX
HOH-TIPOJIYKTOB TOJIHOCTBIO DPAa3pylIaeTcs M Macc CHEKTp CTAHOBHUTCS MeHee WH(OpMaTHBEH.
Hcnonp3oBanue 3Hauennii CE B nuamazone 10-20 5B oxazanocs Hanbosee yaoOHO sl H3y4IEeHUS
(dparMeHTali TUX COCJMHEHWH, IMMOCKOJBKY IMO3BOJISIET TOJIYYHTh JOCTATOYHO TIOJNHBIN HabOp
XapakTEepHBIX HOH-TIPOJYKTOB 0€3 MX Ype3MEpHOro pa3pylleHHs M MCKaKEHHs KapTHHBI
¢dparmenTanuu. 3apeructpupoBanublie criekTpsl A C npyu 3HaueHuH 3Heprun croakHoBeHuit 10 »B

npuBeeHsl Ha pucyHke 3.10.
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Pucynoxk 3.10 - Crexrpsl AMC npoToHHMpOBaHHBIX MOJIEKy no3uunoHHbIX n3omepoB NBOMe (CE = 10 3B)
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3.2.4.2. @paemenmayus 8 pesyrbmame OUCCOYUAYUU, UHOYYUPYEMOU COYOAPEHUIMU

OcHOBHBIE HampaBJIeHWs] (PparMeHTalMK HEKOTOphIX coenuHeHnit cepun NBOMe B
pesyibrare JJMC mocrarouno moapoOHO omucansl B tureparype [77,81,111,113,118].

OcHoBHbIE TyTH (pparMeHTannu coeanHenni 1-6 npencrasneHs! Ha pucyHke 3.11.

—0

0>
Y&
—0 C1oH1302"

m/z = 165.0910

C1gH2103" -NH,3

m/z = 285.1485 < \/@ H
— [ +
¢ [:)/\/ :)/C:H/mNOz

m/z =194.1176

_ +
Bt X Nz , .
H// C7H7"

C11H4305"
m/z =177.0910

—0
C1oH1aNO," CgH O" m/z = 91.0542
m/z = 180.1019 m/z =121.0648
Pucynox 3.11 - OcHoBHble HampaBieHuss ¢parmeHtanuun B cnektpax JUC

POTOHHUPOBAHHBIX MOJIEKYJT MO3UIIHOHHBIX H30oMepoB NBOMe (CE = 10-20 3B)

[lepBoe HamnpaBiieHWe, MpUBOJsIiee K oOpasoBanuio karnona CigH2103" (m/z 285.1485)
BKITIOYAET B ce0s1 BEIOPOC MOJISKYJIBI aMMHAaKa W3 TPOTOHUPOBAHHON MOJIEKYJIbI coeTuHeHUN 1-6,
MPOTEKAIOMINK Yepe3 CKEJNETHYI0 TNeperpylnnupoBKYy, C MHUTpaIedl 2-MeTOKCHOCH3UIBHOTO
¢dparMeHTa OT aromMa a3oTa aMHHOTPYIMIBI Ha TUMETOKCH3aMelleHHOe OeH30ipHoe Kobio [118].
[Tonobnas meperpynmnupoBka ObUTa MOAPOOHO M3yueHa Ha mpumepe aubenzunamuHoB [119]. Tlpu
ATOM MOCTYJUPYETCs dNEKTpodUIbHAs aTaka OCH3WIBHOTO KaTMOHA, BO3HUKAIOIIETO B PE3YJIbTATE
paspeiBa cBsizm C-N Moitekynbl, Ha coceHee OSH30JIBHOE KOJIBIO C MOCICIYIONICH MUTpaIuei
MPOTOHA M3 MECTa aTaku K aToMy a30Ta M BhIOPOCOM MOIIEKYJIbl aMMHaka ¢ 0Opa3oBaHUEM
OeH3WIOCH3UIPHOTO KaTHOHA. XOTs MpeArojaraercs, 4YTO opmo-TIoJNoKEeHHe Hauboiee
OylaronmpusATHO JUIsl aTaku OCH3WJIHHOTO KAaTHOHA, OBUIO TOKa3aHO, 4YTO JUIsl JTUOEH3MJIAMUHOB
MIPOTOH, IEPEXOAIINI K YXOIAIIEMY aTOMY a30Ta He JOJKEH 00s13aTeIbHO MPOUCXOIUTh U3 OpMo-
noJsioxkeHus 6eHsonpHoro koneia [119]. JleficTBuTENbHO, B cliydyae coenHEeHU 1-6 OeH3mIbHAs
neperpynnupoBKa MPOTEKAET npu MOJIHOCTBIO 3aMEeIIeHHBIX OpMO-TIOJIOKEHUSIX
TMMETOKCHU(pEeHWITbHOTO (parmeHTa, T.e. W musi 26H-NBOMe (coenunenue 4). AHanmornyHas

curyaisi HaOmogamace u it 2,4,6-TMPEA-NBOMe [51]. Haubonee BepossTHO, YTO
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NIEKTPOPMIBHON aTake MUTPUPYIOMIETO OCH3WIBHOTO KAaTHOHA CIIOCOOCTBYET  HAIU4YHe
3JIEKTPOHOJIOHOPHBIX METOKCHUTPYIIIT B Opmo- U OCOOEHHO napa- MOJOKEHUAX (PEHUIITUIBLHON
YacTH MOJIEKYJIBI, YTO IOATBEPKIAETCS YBEIMYCHHEM HHTEHCHBHOCTH HOHa M/Z 285.1485 B
CHEeKTpax CoequHEeHui 3 u 5.

O6pasosanue katoHa C11Hi1302" (M/z = 177.0910), uMerOIIErO JOCTATOYHO MHTEHCHBHBIE
CHUTHAJIBI B crekTpax 1-6, o0ycioBiaeHO manbHelmel GpparMenTanueii nona ¢ m/z 285.1485, uro

TIOITBEPIKAETCA MPOBEIEHHBIMH IS Hero ncesao-MC? sxcnepumentamu (pucyHok 3.12).
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Pucynok 3.12 - Criextp JAVC non-nipoaykra m/z 285.1485 na npumepe 24H-NBOMe (CE = 10 3B)
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Crenytomue /iBa HarpaBlieHHs (pparMEeHTALUU CBSI3aHbI C HEMIOCPEACTBCHHBIMU Pa3pbhIBAMHU
csizeit C—N 1o ob6e croponsl oT amuHOTpYHNbl. Pa3peiB cBsizu C—N Mexy amMuHOTpYNmon u 2-
METOKCUOEH3MIILHBIM (pparMeHTOM IPUBOIMT K 00pazoBanuio nonoB Ci1oH14NO2" (m/z = 180.1019)

u CgHoO" (m/z

121.0648), mocneaHuii U3 KOTOPBIX TepsAeT MOJIEKYly (opmanpiaeruaa c
o0pa3oBaHNEM KaTHOHA TPOMIIIUA.

PaszpriB cBs3u C—N B sTaHAMHHOBOM (parMeHTe MPHUBOAWT K OOpA30BaHMIO KaTHOHA

C10H1302" (m/z

165.0910), nanpHeimas (QparmMeHTalMs KOTOPOTO CBsi3aHa C BBIOPOCOM
METHJIBHOTO paJuKaia Wi MOJEeKyI bl popManbaeruaa (pucyHok 3.13). O6pasyroiuecs mpu 3TOM
MOH-TIPOJYKTHl MMEIOT KpaiiHe Hu3Kkylo uHTeHcuBHOCTh B J[MC cmekTpax NpOTOHUPOBAHHBIX

MOJIEKYJT coeTMHeHNN 1-6.
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Pucynok 3.13 - Cnextp JIUC non-mpoaykra m/z 165.0910 na npumepe 24H-NBOMe (CE = 20 3B)
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B nomnosHeHHe K yKa3aHHBIM IIyTSM HaOJOIaeTCs MOTEPst OT MPOTOHUPOBAHHON MOJIEKYJIBI
MeTokcupenuapHoro gpparmenra u obpasosanue nona C11H1sNO2" (Mm/z = 194.1176). JanbHeiimme
9KCIIEPUMEHTBI [TOKA3aJH, YTO 3TOT HOH pacmanaetcs (pucyHku 3.14), oOpasyst Tpu OCHOBHBIX HOH-
npoaykra CgH7O2" (m/z = 135.0441), C7H,0" (m/z = 107.0491) u CsHgN™ (m/z = 58.0651),
KOTOpBIE MaJIO MPHUTOAHBI s quddepeHmanun coeauHennit 1-6 u3-3a uxX 4pe3BbIUAHO HU3KOM

uHTeHCUBHOCTH B ciekTpax JJMC npoTOHUPOBaHHBIX MOJIEKYIL.

x10 3
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4]
3.5
3]
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1.5 58.0642
14 107.0480 194.1174
0.5 ‘ “

. R . b . . . . .
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" Ll | L .
55 60 65 70 75 80 85 90

Pucynok 3.14 - Criextp JAVC uon-nipoaykra m/z 194.1176 na npumepe 35H-NBOMe (CE = 20 3B)

3.2.4.3. Anecopumm ougppepenyuayuu uzomepos cepuu NBOMe na ocnoge cnexkmpos J[HC
Jlnist u3ydeHust BO3MOKHOCTH AudepeHnnaniy mo3uimoHHbIX n30MepoB 1-6 Ha ocHOBe UX
JUC cnexkTpoB HaMu ObLIM MCIIOJIB30BaHbl OTHOCUTENIbHBIE MHTEHCUBHOCTU CHUTHAJIOB OCHOBHBIX
XapaKTepHbIX HOH-TIPoIyKTOB (M/z 285.1485, 194.1176, 180.1019, 177.0910, 165.0910 u 121.0648)
IIpU 3HAYEHUH >HEpruu CTOJKHOBEHHS 10 3B, MOCKOJIBbKY MMEHHO MpPU 3TOM 3HAYEHHHM SHEPTUHU
CTOJIKHOBEHHUI paziuuus B CHEKTpax MpOSBIIAIOTCS Hauboliee spKO, a MOH-TPEALIECTBEHHUK ellle

UMeeT MaKCUMaJIbHYI0 HHTEHCUBHOCTH (Tabnuna 3.4).

Tabnuma 3.4 — OTHOCUTEIbHBIE MHTEHCUBHOCTH CUTHAJIOB XapaKTEPHBIX HOHOB B CIIEKTpax
JVC nosummonusix u3omepoB NBOMe npu 3nauennn CE 10 3B (%), ckoppekTHpoBaHHbBIE Ha

UHTEHCUBHOCTH cUTHasa 6a3oBoro muka (100%)

Hou-npoaykrsbl (M/z) 1 0THOCHUTEIbHbIE HHTEHCHBHOCTH HX
CoennHeHus currasion (%)
121.0648 285.1485 | 165.0910 | 194.1176 | 180.1019 | 177.0910
25H-NBOMe (1) 45 3 2 <1 1 1
23H-NBOMe (2) 38 4 1 <1 1 1
24H-NBOMe (3) 34 9 18 <1 1 1
26H-NBOMe (4) 21 2 11 <1 2 <1
34H-NBOMe (5) 94 22 3 1 1 3
35H-NBOMe (6) 81 2 4 8 1 3

[Ipumeuanue.

OTHOCHUTENbHBIE WHTEHCUBHOCTH CHTHAJIOB HOHOB,
muddepeHInanuy coeMHEHNH, BBIIEICHBI )KUPHBIM IIPUPTOM.

KOTOpbIC HauOojaee Ba)KHBI JUIsL
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Hcxons w3 naHHBIX, TPEACTABIEHHBIX B TaOimuie 3.4, BUAHO, YTO KITFOUYEBBIMHU IS
UACHTU(DHUKAIIMA H30MEPOB ABJISIOTCS HOHBI ¢ M/zZ 121.0648, 285.1485, 165.0910 u 194.1176. Tak,
OUC nona 121.0648 ymenpmaercs B psany 34H-NBOMe > 35H-NBOMe > 25H-NBOMe > 23H-
NBOMe > 24H-NBOMe > 26H-NBOMe u MoOXeT CiayXHTh B KaueCTBE OIOPHOM TOYKH JUIS
nuddepenimanuu coenuHernii. Breicokune 3nadenus OWC wona m/z 285.1485 B cmekrpax 34H-
NBOMe (5) u 24H-NBOMe (3) moryr BhICTYIaTh B KAa4eCTBE JOMOJHUTEIBLHOIO KPUTCPUS IS
uaeHTU(PUKAIMK 3TUX coenuHeHuil. Kak yxke oTMedanoch, Halu4yhe METOKCUTPYMIbI B napa-
MOJIOKCHUH OCH30JILHOTO KOJIbIa OJIaronpHusITCTBYET 0O0pa3oBaHui0 noHa M/Z 285.1485, ocobeHHO
B ciayudae 34H-NBOMe (5), umeromero o6a CBOOOIHBIX Opmo-TIOJNIOKEHUS, YIAOOHBIX IS
MPOTEKaHUsl OCH3WJIBHON NeperpynnupoBku. Hapsnmy ¢ 3TuMm, B crnekTpax coeauHeHuid 24H-
NBOMe (3) u 26H-NBOMe (4) npucyrcTByeT HHTCHCHBHBIN HOH M/Z 165.0910, BeposTHO, jyuiIie
CTaOMJIM3UPOBAHHBIA B IIMKINYECKYIO CTPYKTYpY (ypanoBoro tumna [51] 3a cuer OiaaromnpusTHOTO
pacniosioskenust Metokcurpymi. st coequnenuss 35SH-NBOMe (6) B kauecTBe XapaKTEpHOTO
npr3HaKa HabOJromaeTcs 6ojice MHTCHCUBHBIM CUrHaI nona m/z 194.1176.

Takum  oOpazom, Tmpu  M[POBENEHHWHM  aHAIM3a C  HCTOYHHUKOM  HMOHU3ALUU
aneKTpopachbeuieHueM  auddepeHnranus BO3MOXKHAa ¢ mnomoulplo  crnekTpoB  JUC  6e3

HEO0OXOIMMOCTH MOJIy4YEHUs JEPUBATOB.
3.3. Juddepenunanus no3uuuoHHbIX u3omepoB cepuun NBOMe (F)

3.3.1. /lugpghepenyuayusn c nomouwipto Memooa 2a3oxHcuOKOCMHOU Xpomamozpaghuu

Hawnyumree pasngenenue xpomarorpaduueckux nukoB uzomepoB NBOMe (F) Ha manHoM
XpoMmaTtorpaUyeckoil KOJIOHKE HaOMI0AaeTcs B YCIOBHSIX HM30TEPMHUECKOTO peXHMa TMpU
temrepatype 210 °C, 3a uCKIIOUeHHEM KpuTHYecKo# mapsl nuzomepoB 24H-NBOMe (F) (9) 34H-

NBOMe (F) (11) (pucysku 3.15-3.17).

xmg ‘ 34H-NBOMe(F)

55 24H-NBOMe(F)
5 7.55

45

4
351 25H-NBOMe(F)

Ny 23H-NBOMe(F)  26H-NBOMe(F) 7.20 35H-NBOMe(F)
25 .11 6.60 8.12

21
1.5

14
0.5

0

575859 6 6.162636465666768697 7.17.2737475767.77879 8 8.1828.38485868.7
Counts (%) vs. Acquisition Time {min}

Pucynok 3.15 — Xpomartorpamma cMmecu miecTH MOo3uIMOHHBIX m3omepoB NBOMe (F) B

usorepmuueckoM pexume (210 °C)
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Pucynok 3.16 — Xpomarorpamma 34H-NBOMe (F) B uzotepmuueckom pexxkume (210 °C)

24H-NBOMe(F)
7.65

u u ’ " " . " o L ' g " ’ g ¥
3.5 4 4.5 5 5.5 6 6.5 7 7.5 8 8.5 9 9.5 10 105 1
Counts (%) vs. Acquisition Time {min)

Pucynok 3.17 — Xpomarorpamma 24H-NBOMe (F) B uzorepmuueckom pexkume (210 °C).

Jnst pazaenenuss TOA npoussoansix rpymnnsl NBOMe (F) npumeHsieMblil H30TepMHYECKUI

pexum npu Temneparype 210 °C Takke okazaics BIOJHE NPUTOJHBIM W HAWIYUYIIUM U3

HKCIEPUMEHTAIbHO M3Y4YEHHBIX, OJHAKO He mno3Boiua auddepenunpoBats nuku TOA

npou3BoHbIX 2,4- u 3,4-u3omepoB cepun NBOMe (F) (pucynku 3.18-3.20).

x106

0.9
0.8
0.7
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0.5
04
0.3
0.2
0.1

34H-NBOMe(F)-TFA
24H-NBOMe{F)-TFA
8.85

26H-NBOMe(F}-TFA

7.88 25H-NBOMe(F)-TFA 35H-NBOMe(E)-TEA

23H-NBOMe{F}-TFA
9.14

7.05

NB

"66 68 7 72 T4 76 718 B 82 84 66 B8 9 92 94 96 98 10
Counts (%) vs, Acquisition Time (min)
Pucynok 3.18 — Xpomatorpamma cmecn TDA nepruBaTOB IMIECTH MO3UITUOHHBIX H30MEPOB

OMe (F) B uzorepmuueckom pexxume (210 °C)
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Pucynok 3.19 — Xpomartorpamma 34H-NBOMe (F) — T®A B H30TEpPMHUYECKOM PEKHUME
(210 °C)

x1%
1 :5 24H-NBOMe(F)-TFA
1.4
1.3 8.91
1.2 -
1.1
1
0.9
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0.7
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72 74 76 78 8 82 84 86 88 9 92 94 96 98 10 102 104 106 108
Counts (%) vs. Acquisition Time (min)

Pucynok 3.20 — Xpomartorpamma 24H-NBOMe (F) — T®A B H30TEpMHUYECKOM PEKHUME
(210 °C)

Kputnueckyio mapy uzomepon 24H-NBOMe (F) u 34H-NBOMe (F) e ymanoch pa3aeinuTh
Ha MpUMEHsIeMoi XxpomaTorpadudeckoi kojmoHke tuma HP-5 mmunoi 30 M ¢ XUMHYECKH TTPUBUTOM
xuakon  Qazoit  (5%-nudenmn)-95%-aUMETIIIIONUCUIIOKCAH ~ HU  NPU  BapbUPOBaHHUHU
KOHIIEHTPALlUH, HU TIPY U3MEHEHUHU XpOoMaTorpauuecKux MapaMmeTpoB B H30TEPMUUYECKOM PEXUME
U B PSKUME MPOTrpaMMHUPOBAHMs TeMIiepaTypsl. Kak mpaBuiio, B MOJOOHBIX CIy4asx pa3/eicHuUs
MOKHO JOOUTCS 3a CYET NPUMEHEHHUs XpOoMaTorpapuueckoi KOJOHKHU C albTepHAaTHUBHOW (a3oii,
a1u00 ¢ MOMOINBI0 JAPyroro Merona, Hampumep, Meroga TCX, MMeOLIErocs B paclopsKeHUU
XMMHUKOB-aHAJIUTUKOB B SKCIIEPTHBIX JTa0OpaTOPHSIX.

B  Tabmume 3.5 mpuBeneHsl  pacCUYMTaHHbIE ~ HAMHU ~ 3HAUEHUS  WHJEKCOB
ra3oxpomMarorpaguuecKoro yaepKHBaHUs MIECTH TO3UIIMOHHBIX m3oMepoB NBOMe (F) (7-12) u ux
tpupTopaneTmibHbiX jaepuBaToB (99-104) s pexuma NPOrpaMMHUPOBAHUS TEMIIEPATYphl |
U30TEPMHUYECKOTO pEXUMa, KOTOpble MOTYT OBITh MCIIOJIB30BaHbl IS WACHTUQHUKALMU U

nocnenytomeit auddepennunanun metogom I'X u I'X-MC.
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Tabmuuma 3.5 —  3HavyeHus ra3oxpoMarorpau4eckux  HHAEKCOB YAEPKUBAHUS
nuMeTokcu3amenieHHbIX n3oMepoB NBOMe (F) u ux gepuBaroB, a TakXe JIOBEPUTEIbHBIC

WHTEpBaJIbl 3HAYEHUN MHACKCOB, PACCUMTAHHBIX C JIOBEPUTEIHLHON BEPOATHOCTHIO 95%

O060011IeHHBIH (JTMHEHHO-
JIuneinspIit JTorapuMHUIECKUN) HHACKC Jlorapugmmde-
Haspanwue WHJCKC ynepxubanus, Gl CKHHU MHJIEKC
COCTUHCHMUS yAep)KUBaHUSA, F— W30TEpMITHC- YACPKUBAHUA
RI NpPOrpaMMHpPO- | CKHUH PEXKUM Kopaua, |
BaHUS
23H-NBOMe (F) (8) 211744 2117+4 2116+4 211644
23H-NBOMe (F) - T®A (100) 217044 2169+5 2167+5 2167+5
26H-NBOMe (F) (10) 2146+3 2145+4 2143+4 214443
26H-NBOMe (F) - TDA (102) 2210+4 2210+4 2206+3 2206+3
25H-NBOMe (F) (7) 217844 2178+4 2175+4 2175+4
25H-NBOMe (F) - TDA (99) 2224+4 222444 2220+5 222045
34H-NBOMe (F) (11) 219745 219745 219245 219245
34H-NBOMe (F) - T®A (103) 225145 225145 224645 224745
24H-NBOMe (F) (9) 2198+4 2198+4 219244 219244
24H-NBOMe - T®A (101) 2252+4 225145 224645 224645
35H-NBOMe (F) (12) 222443 2223+3 2217+3 2217+3
35H-NBOMe (F) - T®A (104) 2263+4 2262+5 2257+5 2257+5

Takum o0Opa3om, HamMH YCTaHOBJEHAa BO3MOXKHOCTH jauddepeHnnanuu MO3UIHOHHBIX
usomepos cepuri NBOMe (F) metogom I'X (I'X-MC) B yClOBHSX M30TEPMUYECKOTO PEKUMaA MPU
temneparype 210°C nyrem u3MepeHMs HHIEKCOB YIEpKHMBaHMA coequHeHud wim ux TOA
JICpUBATOB, 32 MCKIIOYEeHUEeM Kputuueckoi mapel mukoB 34H-NBOMe (F) u 24H-NBOMe (F),
KOTOpPbIC HE YAaJoCh pa3eiuTh Ha Xpomarorpaduueckoii kojgonke tuma HP-5 (30m x 0.25mMm x
0.25MkM), 4TO TpeOyeT MpUMEHEHUs! KOJOHKU C aJbTepHATHUBHOM (a3oil 1uOO aabTepHATUBHOTO

METOJa TCX, HMCIOLICTOCH B PACIIOPAKCHHUU DKCIICPTOB-XUMHUKOB.

3.3.2. luppepenyuayus nozuyuonnsix uzomepos 34H-NBOMe (F) u 24H-NBOMe (F) ¢

nomouipio memooa TCX

[TockonmbKy B OSKCHEPTHBIX JTa0OPATOPHSX Ui OMPENeNICHUS HEKOTOPBIX IMPOM3BOIHBIX

bennmITaHaMHHA YacTo ucmonb3yercs meron TCX [65,66], koTopbiii 3apekoMenoBal cebsi Kak

OBICTpBIN, WH()OPMATHBHBIN, HAaIEKHBIH U MPOCTONH METOJ| ONPE/ICICHUS KAueCTBEHHOTO COCTaBa

HC u IIB, HeoOxomuMo OBLIO BBIACHHTH IMPHUTOAHOCTH ITOTO METOAa JUIsi TU(QepeHInanum
no3uioHHbIX n3omepoB 34H-NBOMe (F) u 24H-NBOMe (F).

DKcrepuMeHTaTbHO ObIIO ycTaHOBieHO (1. 2.4.5.), uro Ha XxpomaTtorpamme 24H-NBOMe

(F) (9) u 24H-NBOMe (F) - TOA (101) umeercst 30Ha MOTIIOICHUS (HIIYOPECICHIIUH CO 3HAUCHUEM

¢dakTopa ynepxkuBanus Rf = 0,86, 1BeT 30HBI MOCJIE MPOSIBICHUS - KENTHIH, NEPEeXOASIINA B
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MalMHOBBIHM, Ha XpoMartorpamme 34H-NBOMe (F) (11) u 34H-NBOMe (F) - T®A (103) umeercs

30Ha TOTJIONIEHHsI (IIyOpecleHIINH cO 3HaueHueM ¢akropa ynepxuanus R = 0,81, mBer 30HHI

10CJI€ IIPOSBJICHHUS - (DUOJICTOBBIM, TIEPEXOASAIIHI B KOpUIHEBHIiH (poTto 3.1- 3.3)

24 34 24 34 24 34 24 34 24 34 24 34
TFA TFA TFA TFA TFA  TFA
doro 3.1 doro 3.2 doto 3.3

®oto 3.1 — M3o6paxenue xpomatorpammsl ipu Y @-ocsemienuu (A=254 um)

®oto 3.2, 3.3 — M300paxeHne XpoMaTorpaMMbl IOCIIE IPOSIBIICHUS] peakTUBOM Mapku

Takum 00pa3oM, METOJ TOHKOCIOWHOW Xpomarorpaduu To3BOJseT AudQepeHInpoBaTh
nosuionnbie uzomepsl 24H-NBOMe (F) (9) u 34H-NBOMe (F) (11) nnu ux TpudropareTuibHbie
nepuBatbl (101 m 103) myrem ompenesneHus (akTopa yAEp)KHBaHHS W OKPACKH 30HBI MOCIE
IIPOSIBIICHUS.

B pesynbprare uccnenoBaHuil, MPOBEACHHBIX METOAAMU Ta30KUIKOCTHOW M TOHKOCIOMHOW
(mst 2,4- m 3,4- w3omepoB) Xxpomarorpaduu, YCTAaHOBJICHA BO3MOXXHOCTH AW(QEpeHIINANN
HNO3ULIMOHHBIX H30MepoB cepur NBOMe (F) nyrem wusmepeHus rasoxpomarorpaguueckux
MHJECKCOB yAEp>KMBaHMs MO3MIMOHHBIX M30MepoB U UX TOA nepuBaTOB, a TAKKE ONPEICIICHUS
(dakTopa yaep>KUBaHUS U OKPACKH 30HBI MOcIe TposiBieHus 2,4- u 3,4-u3omepoB (9 u 11) unmm nx

nepusatos (101 u 103).

3.3.3. lupgpepenyuayusn c nomouypio Menmooa HcuoKoOCmHoU Xxpomamozpaguu
Xpomatorpadpuueckoe pasaeneHue Bcex miectd uzomepoB NBOMe (F) weromom
KUJKOCTHOM xpomaTtorpaduu ¢ paspelieHneM 10 0a30BOW JHHUM OBLIO JOCTUTHYTO B

U30KpaTH4ecKoM pexume npu 15% (006.) conepkaHMM alETOHUTPUIIA HAa Xpomarorpaduueckont
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KosioHke Bonus-RP 3a 25 MuHyT. AHQJIOTHYHBINA PEXUM HCIOIB30BAJCS HAaMH paHee s
muddepernmanun  mo3uMoHHbIX n3oMepoB NBOMe. XpomaTorpamMmma cMecH TO3WITMOHHBIX

uzomepoB NBOMe (F) (coeaunenus 7-12) ¢ BpeMeHaMu yaep)KUBAHUS MPEACTaBICHa Ha PUCYHKE

3.21.

8
10
"3 2HNBOMe(F)

_ 18.13
3 34HNBOMeF) H 1"5:2‘9‘”

2.6 - .
1% 35HNBOMe(F)
22 | 25H-NBOMe(F)

1.8 1516 4550

141 26HNBOMe(F)
1 | 22.39

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25
Counts (%) vs. Acquisition Time {min)

Pucynox 3.21 — BDOXX-MC xpomartorpamMma CMeCH IIE€CTH TO3UIIMOHHBIX H30MEPOB

NBOMe (F) B U30KpaTHYECKOM PEIKHME C BpEMEHAMHU YACP/KUBAHUS

B atux ycnoBusix mnst cepuun coenunennit NBOMe (F) Obutn paccunTanbl K3 duImeHTs
ynepxkuBanus (k), koropeie cocraBmim: 11.3 (34H-NBOMe (F)), 21.4 (23H-NBOMe (F)), 24.3
(35H-NBOMe (F)), 26.5 (25H-NBOMe (F)), 29.2 (24H-NBOMe (F)) u 36.3 (26H-NBOMe (F)).

Takum o00pazoMm, BO3MOXKHOCTH >KHJKOCTHOW XpomaTrorpaguu TMO3BOJISAIOT HaJEXHO
muddepentmpoBaTh  no3uMoHHbIe  W3oMepsl  cepun  NBOMe (F) mo  mapamerpam

XpoMaTorpa(puuecKkoro yaep>KkuBaHusl.

3.3.4. lupgpepenyuayun c nomouybio macc-cneKmpoe 3J1eKmpoHHON UOHUIAUUU
3.3.4.1. Macc-cnexmpul 31eKMpPOHHOU UOHUZAYUU
N3yyeHne 3aperucTpUPOBAHHBIX MAaCC-CIEKTPOB MO3UIMOHHBIX n3omepoB NBOMe (F)
MOKa3aJi0, YTO UHTEHCUBHOCTH CUTHAJIOB OCHOBHBIX MOHOB, TaKXkKe Kak M JJis COCIUHEHUN CepHH
NBOMe, Omusku Mexay coboit (pucyHok 3.22), 4YTO MOKET TMPHBECTH K OIIHOKaM
uneHtudukamuu. TpudroparerwibHbie aepuBathl (coeaunerus 99-104) uMeEOT BBIpaKECHHBIC
pa3iauurs Macc-CIeKTpax MEX]y M30MEPHBIMH CTPYKTYypaMH MO CPABHEHHIO CO CIIEKTPAMH CaMUX

MO3UIIMOHHBIX H30MEPOB, YTO TMO3BOJISIET YCHETHO UX quddepeHpoBath (pucyHok 3.23).



96

175
100
25H-NBOMe (F) 204
1 (7)
O/
50 105 MNH
152
] OCF5
121 O
ol 23z 51 & T A L 187 s . - aom 224
40 =) 20 100 120 140 180 180 200 220 240 260 280 200 220 340
175
100
23H-NBOMe (F) 204
(8)
109
-
501 & O
©/\va
as az 91 128 CF3324
JLeo® s T T s [T W2ies | o | 2w 08 |
40 80 80 W0 120 130 18D 180 =00 220 240 260 280 300 2D 240
175
100
24H-NBOMe (F) 152
(9) 2049
o~
108
501
/©/\«NH
QCF
o1 124 ? }
77
o =2 51 % | | il 137 ‘l 9= AL =21e o2
40 80 20 100 120 140 180 180 200 220 24D De0 P8O 300 320 340
175
100
26H-NBOMe (F) oo
(10)
105 -
50 0
NH
152
o1 CF,
a5 |
o 21 3|B 5|-I Lot ill nlyl il 1::11 127 | 1$5 Lliad || 216 222 228
40 G0 20 100 1Zo 140 160 180 200 220 240 260 280 200 220 340
100+ 175
34H-NBOMe (F)
(11)
204
50 108 152 I
O NH
J -
85 2o 165 I
T T T T T T T T T L T T T T T T T
A0 B0 80 100 120 140 160 180 200 20 240 260 280 300 320 340
175
1004
35H-NBOMe (F) 204
(12)
108
5o e NH\/Q
OCF,
O
7o 152 -
51 65 [
L osest s P e | es| oo | s s w2
AL B0 80 100 120 140 160 180 200 220 240 260 280 300 320 340

Pucynoxk 3.22 — Macc-cniektpsl 1D no3unmonssix u3omepoB NBOMe (F) (coenunenuii 7-
12)
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Pucynok 3.23 — Macc-crieKTpsl 2JIeKTPOHHON MoHmM3aruu TAA nepruBaToOB MO3UIIMOHHBIX

uzomepoB NBOMe (F) (coenunenus 99-104)
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3.3.4.2. @paemenmayusi nood oelicmsuem 31eKmMpPOHHOU UOHUIAYUU
CxeMa OCHOBHBIX HampaBlieHUH (parMeHTanuyu TMO3UIMOHHBIX HM30MEpoB 7-12 m ux
nepuBatoB 99-104 cepun NBOMe (F) B Macc-criekTpax 3JIEKTpOHHON MOHHW3AIMK MPUBEJICHA Ha

pucynke 3.24 u B 1Ie7IOM aHAJIOTUYHA HANIPABIICHUSM, OTUCAaHHBIM HaMmu Ji7si coenunenniit NBOMe

[51, 120] v u3noxxennsM B it 3.2.3.2. 1 3.2.3.4
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Pucynok 3.24 — OcHOBHBIE HampaBiieHUs (pparMEeHTAlUU TO3UIIMOHHBIX W30MEpPOB CEPUHU

NBOMe (F) u ux TOA neprBaToB B Macc-CIEKTpax dICKTPOHHON HOHU3ALUH

3.3.4.3. Aneopumm ouggepenyuayuu Ha OCHOBe MACC-CNEKMPO8 INIEKMPOHHOU UOHUAYUU
Jlnst u3yuenus: Bo3mokHoctd audpepenimanmn nzomepos NBOMe (F) Ha ocHoBe Macc-
CTIEKTPOB 3JICKTPOHHOW MOHHU3AINY HaMH OBIJIM HCIIOJB30BAHBI MAacC-CIIEKTPOMETPUIECKHE JaHHBIC
MO3WIIMOHHBIX H30MepoB 7-12 m ux pgepuBaroB 99-104 (pucynkm 3.22 u 3.23), a Takke

OTHOCUTCIIbHBIC MHTCHCHUBHOCTHU CUTHAJIOB OCHOBHBIX XaPAaKTCPHBIX MOHOB TpI/I(I)TOpaL[eTI/IJ'IBHBIX

nepusatoB 99-104 (tabnuia 3.6).
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Tabnuua 3.6 — OTHOCHUTENbHBIE HHTEHCUBHOCTH CUTHAJIOB XapaKTEPUCTHUECKUX HOHOB (%)
B Macc-CreKkTpax aiekTpoHHod uoHuzamuu (70 3B) TDA nepuBaToB MO3HIIMOHHBIX H30MEPOB

NBOMe (F), ckoppekTupoBaHHbIC HA HHTCHCUBHOCTH 0a30Boro mnuka (100%)

OcHoBHbIE HOHBI (M/Z) M UX OTHOCUTETbHbIE HHTEHCHUBHOCTH
CoennHeHust (%)
151 164 175 91 109 136 121 451
25-NBOMe (F) - TOA (99) 40 100 37 11 39 1 25 29
23-NBOMe (F) - T®A (100) 21 100 60 37 74 52 8 5)
24-NBOMe (F) - T®A (101) 100 47 9 10 21 <1 24 <1
26-NBOMe (F) - T®A (102) 100 79 20 o1 45 2 7 1
34-NBOMe (F) - TOA (103) 100 97 17 6 33 <1 2 3
35-NBOMe (F) - TOA (104) 21 100 48 10 54 <1 3 3

[pumeyanne. OTHOCHTENbHbIE WHTEHCHBHOCTH CUTHAJIOB HMOHOB, KOTOpble HauOojee BaXKHBI JUIsl
muddepeHIManuy COEIMHEHNH, BBIICICHBI )KUPHBIM HIPUPTOM.

Kak BupHO W3 naHHBIX TaOnuibl, T®A NPOU3BOAHBIC TO3HIMOHHBIX H30MEPOB CEPUU
NBOMe (F) umetot 6a3oBblit muk ¢ m/z 151 (2,4-, 2,6- u 3,4- uzomepsr) 1ubo ¢ m/z 164 (2,5-, 2,3-
u 3,5-u30Mephi).

B criektpe 34-NBOMe (F) - T®A (103) (rpymnma ¢ 6a3oBbiM nukom M/z 151) nabiromaercs
HauOOJIbIIIAs [0 CPaBHEHUIO ¢ ocTaibHbIMK n3omepamu cepun NBOMe (F) Benuunna OWC noHa ¢
m/z 164 (97%), uro no3BoJsiet jierko auddepeHmpoBars 3TOT u3oMep. OTHO3HAYHBIM KPUTEPUEM
muddepenmanuu 2,4-u30Mepa cpey OCTAIBHBIX W30MEPOB ATOM K€ IPYIIBI MOXKET CIYXKUTh
camoe Bbicokoe 3Hadenue OMC nona ¢ m/z 121 mist 24-NBOMe (F) - T®A (101). U nakower, mist
26-NBOMe (F) - T®A (102) 3nauenuss OMC xapakTepucTHYecKuX HOHOB ¢ M/z 109 u m/z 91
SIBJISIFOTCSL CAMBIMHU BBICOKMMH B 3TOHM TPYIINE, YTO MO3BOJISIET HAASKHO AUB(PEepeHINpOBaTh ITOT
MTO3UIIMOHHBIN U30MED.

BuyTpu rpymmsl ¢ 6a3oBbiM nukoM ¢ M/z 164 25-NBOMe (F) - T®A (99) moxeT ObITh
aerko auddepeHHpoBaH MO HAMOOJBIINM CPEAM MO3HUIMOHHBIX H30MEpPOB IaHHOW CEpHH
snaueHusiM OVIC monekynspHoro noHa ¢ m/z 451 u nona ¢ m/z 121. Kpome toro, mis 25-NBOMe
(F) - T®A (99) nabGmromaercst moutu B pasa 6onbinas OVC nona ¢ m/z 151 no cpaBHeHHo ¢ TOA
nepuBatamu 2,3- u 3,5- uzomepoB. B aroii ke rpymme 23-NBOMe (F) - T®A (100) moxHO
HaJIS)KHO U PEpEeHIUPOBATh M0 HAWOONBIINM CPEAM BCEX M30MepoB cepuu 3HaueHusM ONC
HoHOB ¢ M/Z 136 u ¢ m/z 109, a taxxe o 3Hauerno OMC nona ¢ m/z 91, xotopoe Oosee, yeM B 3
pasa, MpeBbIIIAeT aHATOTHYHOE 3HaueHue Uit TDA nepuBatoB 2,5- u 3,5- H30MepoB.

Takum oOpaszom, muddepeHnHanuss MO3MIMOHHBIX wn3oMepoB cepun NBOMe (F)
(coenmunenus 7-12) ¢ TpUMEHEHHEM MacC-CIIEKTPOB AJIEKTPOHHONW HMOHU3AIMM MOXET OBITh
OCYyIIECTBMMAa TOJBKO B Cllydae PETMCTPAllMU KaK CIEKTpa CaMoro COeIWHEHUs, Tak u ero N-

AlMUJIBHOI'O J€pHBaTa.
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3.3.5. lugppepenyuayun c nomowyvio /[HC-cnekmpoe npomoHupoeanHvlx Mo1eKy

3.3.5.1. @paemenmayus 8 pezyrvmame OUCCOYUAYUU, UHOVYUPYEMOT COVOAPEHUAMU

Jliia u3ydenusi pparMeHTallud CoOeIMHEeHUN 7—12 HaMu UCMHOJIb30BAIKMCH YEThIPEe 3HAUYCHUS
sHepruu cronkHoBeHuil (CE): 10, 15, 20 u 25 3B. Kak ormeuanock panee, npu 31adennu CE 40 3B
4acTh XapaKTEPHbBIX MOH-IPOAYKTOB IOJHOCTBIO Pa3pylIaeTCsl U MacC CIEKTP CTAHOBUTCS MEHEe
uHpopmatuBeH, B cBs3u ¢ 4yeMm crekTpsl JIMC npu CE = 40 sB He peructpupoBaiuch. 3amMeHa
TpaauimonHon 11 NBOMe 31eKTpOHOIOHOPHONH METOKCHTPYIIBI Ha TPU(PTOPMETOKCUTPYIIITY B
noJjoxkeHnn 2 OeH301pHOr0 Kosbla N-OeH3MIBHOTrO (parMeHTa MOJEKYJbl W3MEHSET OCHOBHBIC
HanpasieHnus: ¢parmentannu B JJUC cnexTtpax, HaOdIr0gaeMble A MPOTOHUPOBAHHBIX MOJICKYI
aHajornyHeix m3omepoB NBOMe [120]. B pesynbpTaTe 0O0pa3oBaHue XapaKTEpHBIX (parMEeHTHBIX
HMOHOB MPOUCXOJUT B OCHOBHOM 3a CUET Pa3pbIBOB CBs3€i B ATAHAMMHOBOMN YacTH MOJEKYJbI C

COXpaHEHHEM 3apsia Ha 0€3a30THOM (IMMETOKCHOCH3MILHOM) (hparmMeHTe (pucyHok 3.25).
| X + —0 +e
X
< -0 »s
—O0 \ H\ X + I
CQH11 O+ // -0 CgH1002‘+

m/z = 135.0804 —0 CyoHis0y" m/z = 150.0675
m/z = 165.0910

CigH1gF303"  -NH,
m/z = 339.1203 <

CF CgHgF3NO™

0
FsC @ - CF
m/z = 204.0631

. ms3 35
CgHgF 30 \

m/z = 175.0365 F
© -
CgH1302"
m
HO_

T -
o M L
H\:j/\/ — o,
[ = O.
—0 3

C7HgF* /z = 153.0910
m/z = 109.0448

Pucynox 3.25 — OcHoBHble HampaBieHus (Qparmentauun B cnekrpax JUC

POTOHUPOBAHHBIX MOJICKYJT TIO3UIIMOHHBIX H30MepoB NBOMe (F) mpu CE = 10-25 5B

Xors obpazoBanune karnona C1oH1302 © (M/z 165.0910) B pesysbrare paspbia cBszu C — N
B O9TaHaMHUHOBOM (parmente st uzomepoB NBOMe Ttakke uMeeT MecTo, B CHEKTpax 2-
TpUPTOPMETOKCH3AMEILIEHHBIX JepUBATOB (3a uckimoueHueM 3,5-uzomepa) npu CE 15 u 20 3B stot
WOH SBIISIETCS MaKCHMaNbHbIM. JlampHeHmmii BBIOpOC MOJEKyiIsl (opManbaernia W3 HOHA
C10H1302" mpuBoaut k obpazoBanuto moHa CoH110" (m/z 135.0804), curaam KOTOPOTO HMEET
HU3KYI0 MHTEHCUBHOCTb U HE MOKET OBITh UCIOJIb30BaH A7 T depeHIaluy H30MEPOB.

XapakrepHoit ocobenHocThio m3omepoB NBOMe (F) sBusercs oOpa3oBaHue KaTHOH-

pamukaina CoH1002*" (M/z 150.0675), BO3HUKAIOMIErO B HAPYLICHHUE MPABHJIA YETHBIX 3JIEKTPOHOB
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[121] 3a cueT roMOJIMTUYECKOTO pa3pbiBa CBSI3U MEXIY JBYMS aTOMaMH Yriepoja 3TaHaMHUHOBOM
TPYNIAPOBKH, TpHYeM HauOojee ONarompuaTHO peakius TMPOTEKaeT I COCIMHCHUH,
COJIEpKAINX OJHY U3 IBYX METOKCUTPYIII B Mema-ToJI0KeHUU. IHTeHCUBHOCTh CUTHAIA KaTHOH-
pamukana CoH1002°" wu3MeHseTcss B JOCTATOYHO NIMPOKUX IMpeneiaX, YTO MOXKET ObITh
UCTIOJIB30BaHO Juisi AuddepeHnmaiu coeIMHeHU.

Hns  3,5-mumerokcusamenieHHoro  uszomepa cepun  NBOMe (F)  nabmomaercs
KOHKypHpyIolas obpasoBanuio KatvoH-pamukana CoHi1002°" (m/z  150.0675) peaxius,
IPUBOAIIAS K [OSABJICHUIO MHTEHCHBHOIO curHana karnona CoH1302" (m/z 153.0910), BeposTHO,
Jqydie CTaOWIM3HPOBAHHOTO 32 CYET CHMMETPUYHOTO PACIOJIOXKECHUS 3aMeCTUTENeH (AByX
METOKCHUTPYIII B Mema-TIOJOKEHUH) B OCH30JIbHOM KoJiblle. [103TOMYy Hajguuue cuUrHaia ¢ M/z
153.0910 no3Bossier serko auddepenuposats 35H-NBOMe (F) cpenu qpyriux u30MepoB CEpHH.

JlpyruM ~ BaXHBIM  TPHU3HAKOM  3,5-pacmojioKeHUsT  JIBYX  METOKCHTPYII B
(eHMIIITAaHAMIUHOBOM (hparMeHTe MOJIEKYJIbI siBisiercss Haiauuue B JIMC criekTpax MHTEHCHBHOTO
curnana karnona umunus CoHoFsNO™ (m/z 204.0631), ocobenno npu CE 20 5B, o6pasyrolierocs B
pe3ynbTare f-pa3phiBa yriiepoI-yriIepoTHON CBSI3M dITAHAMHHOBOU IPYIITUPOBKH.

[Tomo6HOo coenuuenusim cepun NBOMe, paspeiB cesizu C—N mexay amMuHOrpynmoit u 2-
Tpu(TOPMETOKCHU3aMEIIEHHBIM OCH3WIBHBIM (PPAarMEHTOM MOJIEKYJIBI MPUBOJIUT K OOpPa30BAHUIO
coorBercTBytommero uona CgHeF3O™ (m/z 175.0365), KOTOpbIi, Kak OBUIO YCTAHOBJIEHO MPH
nposenennu ncesno-MS? sxcniepumenTos, pacmanaercs 1o katmona C7HeF' (m/z 109.0448). Jlns
35H-NBOMe (F) curnan nona CgHsF3O™ (m/z 175.0365) siBisercs Hauboee HHTEHCUBHBIM CPEIH
OCTaJBHBIX MMO3UIIMOHHBIX H30MEPOB, a MPHU 3HAUCHUSIX dHEPruu cToNkHOBeHMH 20 u 25 3B mmeer
MaKCHMaJlbHYI0 MHTEHCUBHOCTh, YTO MO3BOJSET HAAESKHO AuddepeHurnpoBars 3,5-u3omep cpenu
usydaembix coeaunenuii cepurn NBOMe (F).

Taxoke mist coequnennii NBOMe (F) maGmiromaercst peakius, mpoTeKaromas ¢ BEIOPOCOM
MOJIEKYJIBl aMMHaKa W3 TNPOTOHUPOBAHHOM MOJIEKYJIBI C  OJHOBPEMEHHOW CKEJIEeTHOU
HEPErPYNIUPOBKOH W 00Opa3oBaHWeM KaTHOHa OeH3unOensunbHoro tuma CigHisF303" (m/z
339.1203), xapaktepHas u mias coenuHenuit NBOMe [118,120]. Curnan 3Toro KaTHoHa, Kak U B
Cllydae COOTBETCTBYIOIIETO KaTHOHA JUIS 2-METOKCH3aMEIIEHHBIX H30MEpPOB, MMEET Hamboiee
WHTCHCUBHBIA CUTHAJ B CIEKTpe 3,5-TMMETOKCHU30MEPOB, OJHAKO B OTIMYUE OT COCAMHCHHU

NBOMe, orcyrcTByeT B ciekTpax 2,4- u 2,6-u30MepoB.

3.3.5.2. Aneopumm oughpepenyuayuu uzomepos cepuu NBOMe (F) na ocnose cnekmpos JJUC
Nzyuenne 3apeructpupoBanHbix JIMC cnekTpoB mokaszamo, YTO  OOJBIIMHCTBO
no3uioHHbIX n3omepoB NBOMe (F) Hage:kHO U 10CTOBEpHO TUPHEPSHIUPYIOTCS TIPU 3HAYCHUH

SHEPTUu CTOJIKHOBeHHMI 25 3B (pucynok 3.26).



102

2
4 = =
25H-NBOMe (F) z 1]  23H-NBOMe (F) g
35 (7) g B (&) &
g 1.6
3 = 1.4
2
25 o 12
~
1 [-=}
2 NH g | O
15 08 2 O NH
. Z
~ OCFS 0.6
5 @
1 3 = [l OCF3
2 ] 0.4 3
z s £ g O 5 g z z = 2 £
0.5 E Im - = a2 = - ] r~ = -
- o = - o 0.2 = o - - e
I ] B3 ® N i S =]
o Ll L L h — 7 e 0 i i L i i . i i i i i i '
50 60 70 80 90 100110120 130140 150 160 170 180 190 260 210 220 230 240 250 260 270 260 290 300 310 320 330 340 350 360 50 60 70 80 90 100 110 120 130 140 150 160 170_180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360
Counts vs_ hass-to-Charge (miz) Countz vz. Mas: arge (m/z)
2.4 ~ 138
g =
229 24H-NBOMe (F) b 16 26H-NBOMe (F) Z
2 (9) 2 1 (10) =
138 :
1.6 1.2
1.4 ~
@] 1 ~0
2 NH
\ 0.8 NH
0.8 0.6
06 0o OCFs o OCF;
= = ~ | 0.4 g8 2
0.4 z g =g = ' = 2 |
= s 2 02 z g 2 @8 2
oz = = B ’ e -
O o £ = " .
B0 70 B0 80 0T D 10 D 1D e 7D 1 o e hame taiy 200260 270 280 2690 300 310 320 330 340 350 360 50 B0 70 20 90 100 110 120 130 140 150 160 170 120 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360
Counts vs.Mas e {m/z)
2 g 9 ®
. 34H-NBOMe (F) g . 35H-NBOMe (F) S
. 2 £
(11) (12) n
1.6 7
14 6
12
\ s z
1 z -
O NH 4 E g o) NH
0.g . g = w g
I - "
0.6 g o OCF3 g z OCF3
= o E
04 3 g B g 2 g gL
z £ g \ g B O =z
0z E I = 1 b 2 -~ & =
- = fad = o
. 2 I . . . I 1 " o | 2
50 60 70 80 S0 160110120 130 140 150 160 170 180 130 200 3§

2102200230 240 250 260270 280 290 300 310320 330 340 350 360 370
Counts vs. hlassto-Charge (mfz)

50 60 70 80 90 100 110 120 130 140 150 160 170 180 w‘ncgn'n 210 220 230 240 2(5;:3,%6‘0 270 280 290 360 310 320 330 340 350
Z)

untz vz. Mas: arge

Pucynok 3.26 - Crnextpsl I1IC npoTOHHPOBaHHBIX MOJIEKYJ O3UIIMOHHBIX H30oMepoB ceprur NBOMe (F) mpu CE = 25 »B
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JlomloTHUTENpHBIA ~ dTalm  MOXET ObITh HeoOxomuM B ciaydae 24- u  2,6-

JUMETOKCU3aMCIIICHHBIX COC,HHHCHHﬁ, Pa3IN4IUTh KOTOPBIC BO3MOXHO IIYTEM H3YUCHUA CIICKTPOB,

CHSTBIX IIPY TOHMKEHUHM SHEPIHH CTOJIKHOBeHu# 10 10 3B (pucynok 3.27).

165.091

2q] 24H-NBOMe(F)
g (9)
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Pucynok 3.27 - Cnektpsl JIUC mporonupoBanubix mosekyn 24H-NBOMe (F) u 26H-
NBOMe (F) mpu CE = 10 5B

KimroueBrie JJIsA I/II[eHTI/I(l)I/IKaIII/II/I H30MCPOB HOHBI HW 3HAYCHHA OTHOCHTCIBbHBIX

MHTEHCUBHOCTEH WX CUTHAJIOB NPUBEACHHI B Tabmumax 3.7 u 3.8.

Tabnuna 3.7 — OTHOCHTEIbHBIE MHTEHCUBHOCTH CUTHAJIOB XapaKTepHBIX MOHOB B cnekTpax JIUC
no3uiioHHbIx u3omepoB NBOMe (F) mpu 3nauennu CE 25 3B (%), CKOppeKTHpOBaHHbIC Ha

WHTEHCHUBHOCTH curHajia 6a3zoBoro muka (100%)

Coennmenus Hon-npoaykrsl (M/Z) 1 0THOCHTEbHbIE HHTEHCHBHOCTH HX CHTHAJIOB (%)
165.0910 | 150.0675 | 175.0365 | 109.0448 | 204.0631 | 153.0910 | 339.1203

25H-NBOMe (F) 100 83 15 8 2 - <l
(™
23H-NBOMe (F) 100 42 10 5 1 <1 <1
©)
24H-NBOMe (F) 100 2 1 <1 - - -
9)
26H-NBOMe (F) 100 2 1 <1 - - -
(10)
34H-NBOMe (F) 100 19 8 5 1 <1 <1
(1)
35H-NBOMe (F) 38 2 100 27 27 43 8
(12)

[Ipumeuanue.

OTHOCHUTEIIbHEIE HHTEHCUBHOCTH
nuddepeHIan COeTUHEHNH, BBIJICIICHBI JKUPHBIM IIPUPTOM.

CHUTHaJIOB HOHOB,

KOTOpbIC HauOojaee Ba)KHBI

IS
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Tabnuua 3.8 - OTHOCUTENbHBIE MHTEHCUBHOCTH CUTHAJIOB XapaKTEPHBIX HOHOB B CIIEKTPAxX
JUC coenunenuit 24H-NBOMe (F) u 26H-NBOMe (F) npu 3unauennun CE 10 3B (%),

CKOPPEKTHPOBAHHbBIE HA MHTEHCUBHOCThH CUTHaja 6azoBoro nuka (100%)

XapakTepHble HOHBI (M/Z) H OTHOCHTEJILHBIE
CoenuneHus UHTEHCUBHOCTH UX CHTHAJIOB (%)
165.0910 [M+H]" = 356.1481
24H-NBOMe (F) (9) 100 84
26H-NBOMe (F) (10) 66 100

[pumeuyanne. OTHOCHTENBHBIE HMHTCHCHUBHOCTH CHI'HAJIOB HOHOB, KOTOpBbIE HanOoiee BaKHBI IS
muddepeHInanuy coOeMHEHNH, BBIECICHBI )KUPHBIM HIPUPTOM.

Hanuuue MakcMMajbHOrO Mo MHTeHCHBHOCTH curHaina uoHa CgHsF3O™ (m/z 175.0365),
WHTEHCUBHBIX CUTHAJIOB UMHHHEBOro Karrnona (m/z 204.0631) u katnona CoH1302" (m/z 153.0910),
XapaKTEPHBIX TOJBKO Ui CHEKTPOB 3,5-TMMETOKCH-U30MEpa, MO3BOJIAIOT JIETKO OTIMYUTH €0 OT
OCTaJIbHBIX MO3MIUOHHBIX H30MepoB cepur NBOMe (F). J{omoiHUTEIbHBIM KPHUTEPHEM LIS
unentupukamua 35H-NBOMe (F) (12) MoXeT ClyKXHTh HajdudHe B CIIEKTPE 3HAYUTEIBHOTO
curnana karrnona CigH1sF303"™ (m/z 339.1203).

[Tonmy4yeHHble TpPH 3HAYEHUSX OSHEPTHH CTOJKHOBEHMH 25 5B CHEKTpbl MO3MIMOHHBIX
M30MEPOB, COAEPXKAIIUX METOKCUTPYIIBI B MONOXKEHUIX 2,3-, 2,5- u 3,4-, XOpoIIo pa3andarorcs
MEXKIy COOOM MO COOTHOIIEHHIO MHTEHCHMBHOCTEH CHUTHAIOB KaThoH-pamukana CgoHi002*" (m/z
150.0675) u xarumona CioH1302" (m/z 165.0910), HMEIOIEr0 MaKCMMaIbHYK) HHTEHCUBHOCTD
(Tabmuna 3.7).

Crextpsl 2,4- 1 2,6- 130MEpOB HEPA3TUUIUMBI MEXay coOoi mpu 3HaueHusx CE = 25 5B
(pucynok 3.26, Tabnuna 3.7) U MMEIOT €MHCTBEHHbIH MHTEHCUBHBIN curHan karnoHa CioHi302"
(m/z 165.0910), npeuMylIeCTBEHHOMY OOpa30BaHUIO KOTOPOrO B JaHHOM CIIy4ae MOXKET
OJaronpusATCTBOBATh BEPOSITHAs CTaOWIM3alKs B LUKIMYECKYIO CTPYKTYpY (ypaHOBOro Tuma 3a
cueT OJarompusITHOro pacrosiokenus merokcurpynn [51]. JIuddepenimanus kputnyeckoi mapsi
2,4- u 2,6- numetokcuzamerieHHsix n3omepo NBOMe (F) Bo3MOXHA C TOMOIIBIO CIIEKTPOB,
MOJYYEHHBIX MU 0oJiee HU3KOM 3HAUYCHUM SHEPTHM CTOJKHOBEHMH, paBHOM 10 3B. B sToMm ciyuae
pasiMyus B COOTHOIICHWSAX HMHTEHCHBHOCTEN Mexay curHamamu kartuona CioHi130." (m/z
165.0910) u wona-npemmectsennuka [M + H]" mo3Bonsior HameXHO OTIMYMTEL TH JABa THIIA
3amerenus (pucyHok 3.27, tabnuma 3.8).

Takum  oOpa3oM, TmNpu  TPOBENEHUMH  aHAIM3a C  HMCTOYHUKOM  HOHM3ALUHU
JNEKTpopachbuieHueM audQepeHnnanys IMO3UIHMOHHBIX  u3oMepoB cepun  NBOMe  (F)

(coenuuenus 7-12) Bo3moxkHa ¢ momoinkio JJC criektpoB 6e3 MosydeHus 1epUBaToB.
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3.4. Iuddepenunanus mo3unuoHHbIX u3omepos cepuii NBF, NBCl u NBBr
3.4.1. /luppepenyuayusn c nomouwipro memooa 2azoxncudOKOCHMHOU Xpomamozpaguu

s muddepentmanun no3unonusix uzomepos NBF (13-18), NBCI (19-24) u NBBr (25-

30) myymiero pasaeneHusi XpoMmaTrorpaguuecKuxX MHKOB COCIUHEHUH KaKJOW TPYIIBI yIAIOCh

I[OGI/ITBCH B paMKax pa3pa60TaHHor0 HaMH MCTOJ4d, a MMCHHO B HM30TCPMHYCCKOM PCKUMC IIPU

temriepatype 210° C, omgHako musa Bcex Tpex map 3,4- u 2,4- U30MEpPOB C HEIOCTATOYHBIM

paspemieaneM (pucynok 3.28). Kpuruueckyio napy nukoB TOA 1epHUBATOB 3THX K€ H30MEPOB BO

BCEX TPEX TpyNIHax Takke HE yJaJoCh pa3leluTh HAa JAHHOM Xpomarorpadgpuyueckol KOJOHKE B

OTNKCAaHHBIX XpoMaTorpapuueckux ycioBusax. [Ipy He0OX0qUMOCTH Jiyulliee pa3aesieHue H30MEPOB

34H-NBHal u 24H-NBHal (rme Hal — F, Cl, Br), moxer ObIThb 00€CHEYCHO C IOMOIIBIO

XpoMaTorpauIecKoi KOJIOHKH C TAKOH K€ HEMOABMKHOU (pa30ii, HO YBEITMYCHHON JTMHBI.
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Pucynok 3.28 — Cmepxy BHHU3: XpoMaTrorpamMMbl CMeCeil TO3HIIMOHHBIX M30MEPOB Cephid

NBF, NBCI, NBBr B u3orepmuueckom pexxume (210 °C)
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PaccuntanHble HamMM TazoXpoMaTorpaUuecKkue WHACKCH YIEPKUBAHHUS MO3UIMOHHBIX

uzomepoB Tpex cepuit NBF, NBCl, NBBr u ux T®A nepuBaros npuBeacHs! B Tabmuiax 3.8-3.10.

Tabmuma 3.8 — 3Hadenuss ra3oxpomMaTorpauueckux  HHICKCOB  yIEp>KUBaHUS
JuMeToKkcu3aMenieHHbIX n3oMepoB NBF u ux gepuBaToB, a TakKe JOBEPUTEIbHBIE WHTEPBAJIBI

3HAYCHHUI UHJIEKCOB, PACCYUTAHHBIX C JJOBEPUTEIILHON BEPOSITHOCTHIO 95%

JInnetnnbrit O0600IIeHHBIA (JTMHEHHO- Jlorapudmmuye-
HHJICKC norapupMUIECKUii) HHAEKC CKUH MHAEKC

Ha3zBanue yIep>KUBaHUS, ynepxusanusi, Gl yIepKUBAHUS

COCTMHEHUS RI pexXuM HU30TepMUYE- Kogaua, |
NPOTPaMMHUPOBAHHS | CKHH PEKUM
23H-NBF (14) 219245 219245 2186+4 2186+4
23H-NBF - T®A (106) 2263+4 226244 225443 2254+3
26H-NBF (16) 222545 222545 2217+4 2217+4
26H-NBF - T®A (108) 2305+3 2306+3 229243 229243
25H-NBF (13) 2257+4 2257+4 2247+3 2247+3
25H-NBF - TOA (105) 2321+3 232143 231043 2310£3
34H-NBF (17) 22744 2274+4 2260+4 2261+4
34H-NBF - T®A (109) 234544 2344+4 233343 233343
24H-NBF (15) 2278+4 2278+4 2264+4 2265+4
24H-NBF - T®A (107) 2348+3 234843 233143 233243
35H-NBF (18) 2304+4 2304+4 2291+4 2290+4
35H-NBF - T®A (110) 2360+3 2360+3 234743 2347+3
Tabmuma 3.9 — 3HadeHuss ra3oxpoMaTorpauueckux  HWHICKCOB  yIEp>KUBaHUA

AUMCTOKCHU3aMCIICHHBIX U30MCPOB NBCI u ux ACPUBATOB, a TAKXKC JOBCPUTCIILHBIC HWHTCPBAJIbI

3HAYEHHU I MHJIEKCOB, PACCYUTAHHBIX C JJOBEPUTEILHON BEPOSITHOCTHIO 95%

JluneiinpIit O060011IeHHBIN (JIMHEHHO- Jlorapudmuue-

Ha3zsanue HHIEKC Jiorapu(MHUYECKUI) HHACKC CKHUH UHJIEKC

COEIMHEHHUS YAEp)KUBAHHUA, ynepxusanus, Gl yAEp>KUBAHUSA
RI pexum HU30TepMUYe- Kogaua, |

IIPOrPaMMUPOBAHUS CKHI pexumM

23H-NBCI (20) 238945 238945 2361+4 2361+4
23H-NBCI - TOA (112) 2432+4 2432+4 240843 2408+3
26H-NBCI (22) 2420+5 242045 2390+4 2390+4
26H-NBCI - T®A (114) 2476+3 2475+3 244543 244543
25H-NBCI (19) 2452+4 245244 242243 2422+3
25H-NBCI - T®A (111) 2491+3 2491+3 2464+3 2464+3
34H-NBCI (23) 2470+4 2470+4 243744 243744
34H-NBCI - T®A (115) 2517+4 2517+4 249243 249243
24H-NBCI (21) 24754 24755 2440+4 2440+4
24H-NBCI - T®A (113) 2522+3 2522+3 249143 2491+3
35H-NBCI (24) 250244 2503+5 2465+4 2465+4
35H-NBCI - T®A (116) 2530+3 253043 250143 2501+3
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Tabmuuma 3.10 — 3nadeHuss razoxpoMaTorpadMyecKkux HMHICKCOB  YAEp)KUBAaHUS
JMMETOKCH3aMelIeHHbIX n3oMepoB NBBr m ux nepuBaroB, a Takke JOBEPUTEIbHBIC MHTEPBAIIBI

3HAUYEHUM MHJIEKCOB, PACCUMTAHHBIX C JOBEPUTEIHLHON BEPOSITHOCTHIO 95%

Jluneitnsrii O0001IeHHBIN (JIMHEHHO- Jlorapupmuye-
Hazsanwne WHIEKC JTorapuMHUIECKUN) HHACKC CKHI HHIICKC

COCIMHCHHSI yIICPKUBAHUS, ynepxusanus, Gl yIePKUBAHUS

RI pEeXUM H30TepMUYe- Kogaua, |
MPOTrpaMMHUPOBAHHUS CKUU PeKUM

23H-NBBr (26) 2490+5 249045 2449+4 245044
23H-NBBr - T®A (118) 2525+4 2525+4 2490+3 2490+3
26H-NBBr (28) 2520+5 252045 2478+4 2478+4
26H-NBBr - T®A (120) 2568+3 2568+3 252643 2526+3
25H-NBBr (25) 2553+4 2553+4 2510+3 251043
25H-NBBr - TOA (117) 2583+3 2583+3 254543 2545+3
34H-NBBr (29) 25764 25764 2525+4 2525+4
34H-NBBr - TOA (121) 2611+4 2611+4 257443 257443
24H-NBBr (27) 2577+4 2578+4 2528+4 2528+4
24H-NBBr - TOA (119) 2613+3 2613+3 257243 2572+3
35H-NBBTr (30) 2604+4 2604+4 2553+4 255344
35H-NBBr - TOA (122) 262243 2623+3 258243 2582+3

Takum 00pa3oM, HaMH YCTaHOBJEHAa BO3MOXHOCTh au(depeHraun Tpex Ccepuil
no3uioHHbIx u3omepoB NBF (13-18), NBCI (19-24) u NBBr (25-30) metomom I'X mnmu I'’X-MC B
YCIOBUSIX HM30TEPMUYECKOro pekuma mpu Temmeparype 210 °C myreM H3MEpeHHs HHICKCOB

YACPIKUBAHUA COCI[I/IHCHI/II‘/JI WM UX TpI/I(i)TOpaIICTI/UII)HI)IX IMPON3BOAHBIX.

3.4.2. Jlupgpepenyuayus c nomouybio memooa »Hcu0KOCmMHOU Xpomamozpaguu
Xpomarorpaduueckoe pa3jeiacHue Tpex cepuii mo3unuoHubx uzomepos NBF (13-18), NBCI
(19-24) u NBBr (25-30) 6bu10 qocturayto 3a 6, 10 u 12 MUHYT COOTBETCTBEHHO B H30KPATHUECKOM
pexume npu 15% (00.) comepkaHuu alleTOHUTPHUIIA Ha XpoMaTorpadudeckoil kononke Bonus RP
(pucyHok 3.29). B aTux ycioBusx ObuTH paccunTanbl kKoddduimeHTs! yaepxuBanus (k), KoTopbie
JUTS TTO3UIIMOHHBIX M30MEpOB Tpex cepuit cocrasmiu: 2.7 (34H-NBF), 4.9 (23H-NBF), 5.7 (35H-
NBF), 6.1 (25H-NBF), 6.8 (24H-NBF) u 8.7 (26H-NBF); 4.7 (34H-NBCI), 8.6 (23H-NBCI), 9.9
(35H-NBCI), 10.8 (25H-NBCI), 12.0 (24H-NBCL) u 15.3 (26H-NBCI); 5.7 (34H-NBBr), 10.5

(23H-NBBr), 12.1 (35H-NBBr), 13.2 (25H-NBBr), 14.7 (24H-NBBr) u 18.7 (26H-NBBr).
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xi0 a)
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1 | 428 469 26H-NBF
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64 66

)c101
b) 35H-NBCI
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4.00
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Counts (%) vs. Acquisition Time (min)

m——
13

Pucynok 3.29 — Caepxy BHH3: BOXKX-MC xpomaTorpaMmbl cMeCH HIECTH MO3UIIMOHHBIX

uszomepoB cepuit NBF (a), NBCI (b), NBBr (C) B HW30KpaTH4ecKOM pEKHME C BpEMEHAMH

YAEpKUBAHUS

Takum 00pa3oM, BO3MOXKHOCTH >KMJIKOCTHOW Xpomarorpaduu IO3BOJSIOT HaJIEKHO

nuddepenimpoBars mo3unuoHHbie u3omepbl cepuii NBF, NBCI u NBBr mo mnapamerpam

XpoMaTorpauyeckoro yaep>KuBaHusl.

3.4.3. Jupgpepenyuayus c nomouybio macc-cneKmpos 31eKmpoHHOU UOHUZAUUU

3.4.3.1. Macc-cnexmpul 31eKMpPOHHOU UOHUZAYUU

N3yuenne 3aperucTpupoOBaHHBIX MAacC-CIIEKTPOB TMO3WIIMOHHBIX H30MepoB cepuit NBF,

NBCI IIOKaszajo, 4YTO HWHTCHCHUBHOCTHU CHUI'HAJIOB OCHOBHBIX HOHOB, TAaKXC KaK H B

cirydae

coeaunenuii cepuit NBOMe u NBOMe (F) 6iu3ku mexay coo6oit (pucynku 3.30, 3.31). Dto Mmoxer

IMPUBCCTH K OIIMOKaM I/I,Z[CHTI/I(bI/IKaLII/II/I.
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Pucynok 3.30 — Macc-crieKTpsl 3JIEKTPOHHOW HOHW3AlWW MMO3WIMOHHBIX m3oMmepoB NBF

(coenuuennii 13-18)
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Pucynok 3.31 — Macc-crieKTpbl 3JIEKTPOHHOW MOHHW3AIMU MO3UIMOHHBIX m3oMepoB NBCI

(coenuuenus 19-24)

Macc-criekTpsl TpudTOopaneTuabHbix aepuBatoB coequHennii NBF u NBCl — coenmnnenus
(105-110 m 111-116 cOOTBETCTBEHHO) HANPOTHB HMMEIOT OOJiee BBIPAKCHHBIC Pa3lIUUUs MEKIY

WU30MEPHBIMU CTPYKTYpaMH U MOTYT OBITh MCIIONBb30BaHbI JJs uX auddepeHnupoBanus (PUCYHKH

3.32,3.33).
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Pucynok 3.32 — Macc-crieKTpbl 3JIeKTpoHHOM noHun3anuu TAMA nepuBaToB MO3MIMOHHBIX

uzomepoB NBF (coenunenwust 105-110)
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Pucynok 3.33 — Macc-crieKTpbl 351eKTpoHHOM noHun3ainuu TAMA nepuBaToB MO3MIMOHHBIX

uzomepoB NBCI (coequnenwuii 111-116)

B To e BpeMs Ui MO3UIMOHHBIX H30MepoB cepur NBBr ocHOBHBIE cUTHANBI B ClieKTpax
U30MEpPHBIX  COEAMHEHUN WHTEHCUBHBI ¥  WH(GOPMATUBHBI, UYTO MO3BOJSET  HAJEKHO

maddepentmpoBath ux u 6e3 monydenust TOA nepusatoB (pucynku 3.34, 3.35).
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Pucynok 3.34 - Macc-criekTpbl 3JIEKTPOHHONW MOHHW3AllUU TMO3HIIMOHHBIX m3omepoB NBBr

(coenuuenus 25-30)
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Pucynok 3.35 - Macc-cniekTpbsl 3JI€KTPOHHOM HWOHM3alMKu TpUdTOpueTUIbHBIX TOA

JICPUBATOB MO3UITMOHHBIX H30MepoB NBBr (coennnenns 117-122)

3.4.3.2. @paemenmayus noo delicmeuem 21eKMPOHHOU UOHUZAYUU
OcHOBHBIE HampaBJeHUS (parMeHTalMu IMO3UIHUOHHBIX u3oMepoB cepuii NBF, NBCI,

NBBr u ux mepuBaroB B Macc-CIIEKTpax 3JCKTPOHHOW HOHUW3AIlMM, OMUCAaHHbIe Hamu B [122],
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AQHAJIOTMYHBI HAMPaBICHUAM, onmucaHHbIM Hamu ais coeaunenuir NBOMe [51, 120] u moxpoGHO
u3noxeHusM B it 3.2.3.2. u 3.2.3.4, a taxke mis coenunennii NBOMe (F) (mm 3.3.4.2). Cxema

dbparMeHTaIK U CTPYKTYypa OCHOBHBIX HOHOB IPUBE/ICHHBI Ha pUCYHKE 3.36.

CgHgFN™ (m/z = 138) C/HgF* (m/z = 109)
CgHgCIN* (m/z = 154) C/HeCI* (m/z = 125)
CgHoBIN* (m/z = 198/200)  CrHeBr" (m/z = 169/171)

>0 Q .Ha,

m/z = 91
C1oH1302"
m/z = 165 \ Re H )
R=H C16H17FNO m/z = 258
C16H17C|NO+ m/z = 274
/O C16H17BFNO+ m/z = 318/320
[ \ -OCHjy"
— | Hal
\O C18H1GC|F3N02+
CoHy10," R=COCF3  m/z=370
m/z = 151 R=COCF; C1gH16BrFsNO,"
‘\H' R=H w m/z = 4141416
. 4)\\
/ l -CH3 0 at %
o o : (S
X/ - \ AN / = C17H21FN02+ m/z = 288
(@) | _ \O CrrHirOo C17H21C|N02+ m/z = 304
N \O/ s C17H,1BrNO,* m/z = 348/350
CgHgO,™
m/z = 136 -CH3'
"
. O —I .
l-CHs - {\ Hal = F, Cl, Br
+
C7Hs0," ~ " CgH120," SqizHi%g
m/z = 121 O m/z =152

Pucynok 3.36 - OcHOBHBIC HampaBiieHUS] (parMEeHTAIMH MO3UIIMOHHBIX U30MEPOB CEpUit

NBF, NBCIl u NBBr u ux T®A nepuBaToB B Macc-CreKTpax JIEKTPOHHONH HOHU3AI[HH

3.4.3.3. Aneopumm ougpgepenyuayuu uzomepos ceputi NBF, NBCl u NBBr na ocnose macc-
CREKMPO8 INEeKMPOHHOU UOHUAYUU
st nubdepentmanmu nzomepoB NBF u NBC| Ha ocHOBe Macc-CIEeKTpOB 3JEKTPOHHOMN
MOHW3AIM HaMW OBUIM WCTIOJNB30BaHBI OTHOCHTENBHBIE WHTEHCHMBHOCTH CHTHAJIIOB OCHOBHBIX
XapaKTEepPHBIX MOHOB UX TpudTopaneTwibHbix nepuBaroB (105-110 u 111-116 cOOTBETCTBEHHO)
(tabmuuet 3.11 u 3.12), s nuddepennmanun nzomepos NBBr - oTHOcUTEIbHBIE HHTCHCUBHOCTH

CHUTHAJIOB OCHOBHBIX XapaKTEPHBIX HOHOB CaMUX MO3UIIMOHHBIX H30MepoB (25-30) (Tabmuua 3.13).
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Tabmuua 3.11 - OTHOCHTENbHBIE HHTEHCUBHOCTH CUTHAJIOB XapaKTEPUCTHUECKUX NOHOB (%)
B Macc-CreKkTpax aekTpoHHod uoHuzammu (70 3B) TDA nepuBaToB MO3HIIMOHHBIX H30MEPOB

NBF, ckoppekTrpoBaHHble HAa HHTEHCUBHOCTH 0azoBoro nuka (100%)

OcHoBHBbIE HOHBI (M/Z) ¥ KX OTHOCHTEIbHbIE HHTEHCHBHOCTH
Coennnenust (%)

109 151 164 91 121 136 149 385
25H-NBF - T®A (105) | 70 35 | 100 | 11 25 2 12 | 29
23H-NBF - T®A (106) | 100 10 58 22 5 32 12 4
24H-NBF - T®A (107) 37 100 44 11 26 <1 7 2
26H-NBF - T®A (108) 80 100 79 57 7 2 23 2
34H-NBF - T®A (109) 57 100 96 5 2 2 6 5
35H-NBF - TdA (110) | 100 | 15 77 7 3 1 <1 5

IMpumeyanne. OTHOCHTENbHBIE HMHTCHCHBHOCTH CHI'HAIOB HOHOB,
i epeHnanuy COSANHEHNH, BBIIEICHBI )KUPHBIM MIPH(TOM.

KOTOpBIE HanOojiee BaXKHBI JUISA

Tabmuua 3.12 - OTHOCHTENbHBIE HHTEHCUBHOCTH CUTHAJIOB XapaKTEPUCTHUECKUX NOHOB (%)
B Macc-CHeKTpax 31eKTpoHHOW moHm3auuu (70 3B) TDA nepuBaToB MO3HIMOHHBIX H30MEPOB

NBCI, ckoppekTupoBaHHbIe HA HHTEHCUBHOCTH Oa30Boro muka (100%)

OcHoBHbIe HOHBI (M/Z) U UX OTHOCUTEIbHbIE HHTEHCHUBHOCTH
CoeqnHeHNs (%)
164 125 151 91 121 136 149 401
25H-NBCI - T®A (111) | 100 48 31 13 21 1 10 19
23H-NBCI - T®A (112) | 100 96 16 36 6 41 16 4
24H-NBCI - T®A (113) 48 22 100 13 23 <1 7 <1
26H-NBCI - T®A (114) 86 46 100 55 6 <1 20 <1
34H-NBCI - T®A (115) | 100 38 98 10 2 <1 5 3
35H-NBCI - T®A (116) | 100 77 13 12 2 <1 <1 3

Ipumeyanne. OTHOCHTENbHBIE HMHTEHCHUBHOCTH CHI'HAJIOB HOHOB,
i epeHnanuy COeANHEHNH, BBIIETICHBI )KUPHBIM MIPH(TOM.

KOTOpbIC Hanbojiee BaXKHBI JUIS

Tabnuua 3.13 - OTHOCHUTENbHbIE HHTEHCUBHOCTH CUTHAJIOB XapaKTEPUCTHUECKUX HOHOB (%)

B Macc-CleKTpax »oiekTpoHHoW wuoHM3aimuu (70 »5B) mnosummonneix wu3zomepoB NBBr,

CKOPpPEKTHPOBAHHbBIE HA MHTEHCUBHOCTH 0a3zoBoro nuka (100%)

OcHoBHbIe HOHBI (M/Z) 1 UX OTHOCUTEIbHBbIE MHTeHCUBHOCTH (%0)
Coemumenmst  =198/200 | 1607171 | 152 | 318/320 | 121 | 91 | 136 | 349/351
25H-NBBr (25) | 100/97 91/89 60 3/2 12 20 3 <l/k1l
23H-NBBr (26) 96/91 100/97 6 10/8 4 42 18 -
24H-NBBr (27) 55/52 73/71 100 | <1l/k1 20 30 1 <l/k1l
26H-NBBr (28) 96/94 100/98 50 2/1 5 66 3 <l/k1l
34H-NBBr (29) 83/78 100/98 87 -/- 4 32 4 <l/k1l
35H-NBBr (30) | 100/94 97/95 19 -/- 4 34 1 <l/k1l
H[!I/IMC‘I&HHC. OTHOCHUTENbHBIE HWHTEHCHUBHOCTH CHI'HAJIOB HOHOB, KOTOPLIC HanOoJiIee BaXKHBI JJIsA

i depeHnIanuy COeAMHEHNH, BbIIEICHBI )KUPHBIM MIPH(TOM.
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[Mosurmonnsie nzomepsl cepuii NBF, NBCl u NBBr moryt ObiTh nuddepeHunpoBaHsl Ha
OCHOBe mpuBeAcHHBIX B Tabnwuiax 3.11-3.13 3HaueHU OTHOCUTEIIbHBIX HHTEHCUBHOCTEH CUTHAJIOB
XapaKTepHBIX HOHOB B Macc-ciekTpax TMA npousBoaubix — coenuaennii 105-116 (ms cepuit NBF
u NBCI) u coo6ctBento coequnennii 13-18 (quist cepun NBBY) 1o ciienyromemMy ajaropurmy.

Hannble, npuBeneHHbie B Tabmune 3.11, mokaseBator, 4to B crnektpe 25H-NBF - TOA
(105) non ¢ m/z 164 sBisiercst 6a30BBIM MMHMKOM, YTO ITO3BOJIAET OJHO3HAYHO AuddepeHInpoBaTh
2,5-uzomep ot ocranbHbIXx nzomepos cepur NBF. s ciekrpoB 23H-NBF - T®A (106) u 35H-
NBF - TOA (110) 6a30BbIii MK uMeeT 3HaUYeHne M/z 109, a Mexay co0oii COeAMHEHHS MOTYT OBITh
nuddepeHmpoBanbl M0 cUrHajaM HMOHOB ¢ M/z 91 m 136, OTHOCHUTENBHBIE WHTEHCHBHOCTH
KOTOPBIX CYyIIEeCTBEHHO paznuyarorcs (22% u 32% s 2,3-uzomepa, 7% u 1% nns 3,5-uzomepa
COOTBETCTBEHHO).

B crmexrpax 24H-NBF - T®A (107), 26H-NBF - T®A (108) u 34H-NBF - TdA (109)
0azoBblii muk umeeT 3HadeHue M/z 151. Ilpu stom cnekrp 26H-NBF - T®A (108) nerko
muddepeHIpyeTcs OT CHEKTPOB OCTAIbHBIX H30MEPOB MO OTHOCHUTENBHBIM WHTEHCHUBHOCTSAM
CHUTHAJIOB HOHOB ¢ M/Z 109 u 164, 3nauenus koropbix mist 26H-NBF - TOA (108) npakruyecku
OIUHAKOBEI. Bojee Toro, curnan woHa ¢ M/z 91 ummeer B crnektpe 26H-NBF - T®A (108)
HanOOJIBIIYI0 HHTEHCHBHOCTD IO CPABHEHUIO CO CIIEKTPAMH OCTAIBHBIX H30MEPOB.

CpaBHEHHE OTHOCHTEIIBHBIX HHTCHCUBHOCTEH CUTHAIIOB HOHOB ¢ M/z 164 u 121 mo3BossieT
oranuuth 24H-NBF - T®A (107) or 34H-NBF - T®A (109). Tak, qis 34H-NBF - T®A (109)
OTHOCHUTEJIbHAS HHTEHCHBHOCTh CUTHANA M/Z 164 coctaBisier 96%, 4To B 2 C JUIIHUM pa3a BbIIIC
aHajornyHoro 3HaueHusi s 24H-NBF - T®A (107). B 10 e Bpems, OTHOCHUTEIbHAs
UHTEHCUBHOCTH WOHAa ¢ M/z 121 B cmektpe 24H-NBF - T®A (107) cyliecTBEHHO BBIIIE IO
cpaBHenuio ¢ 34H-NBF - T®OA (109) (26% u 1% cOOTBETCTBEHHO).

T®A mpousBoIHbIe MO3UIHOHHBIX n3oMepoB cepun NBCI umeror 6a3oBblit ik ¢ m/z 164
(2,5-, 2,3-, 3,4- u 3,5-u30omepsi) 1160 ¢ M/z 151 (2,4- u 2,6- uzomeps) (tabiuna 3.12).

Buytpu rpynmst ¢ 6a3oBbiM mukoM ¢ M/z 164 25H-NBCI - TOA (111) mMoxer ObITh JIerko
mubdepeHIIMpoBaH MO HAaWOONBIIMM 3HAYEHUSM OTHOCUTENIBHON HWHTEHCUBHOCTH CHUTHAJIOB
MOJIeKYJIsipHOTO HOoHa ¢ M/z 401 u nona ¢ m/z 121. 23H-NBCI - T®A (112) MoXkeT Takke HaJeKHO
ObITh AU PEepeHINPOBaH 110 00Jiee BHICOKMM 3HAUEHUSM OTHOCUTENIbHON MHTEHCUBHOCTH CUTHAJIOB
noHoB ¢ M/z 136 uw m/z 91. B cnekrpe 34H-NBCI - T®A (115) nabmrogaercss HanOoObIas 1O
CpaBHEHHIO ¢ ocTaiibHbIMU n3oMmepamu cepurt NBCIl BenmuunmHa OTHOCHTENIBHOW MHTEHCHBHOCTHU
curHaia m/z 151 (98%), uto Taxke MO3BOJISIET OJTHO3HAYHO AU HEepeHIIUPOBATh STOT H30MED.

Hns  muddepentmanuu  2,4- u  2,6- H30MEPOB  HCIOJB3yeTCs HAOOp CHUTHAJIOB
XapaKTEPUCTHUECKUX HOHOB ¢ M/z 164, 125, 91 u 149 (Tabmuua 3.12), OTHOCHTEIBHBIC

uHTeHCUBHOCTH KOTOPhIX st 26H-NBCI - TOA (114) B HeCcKOJIBKO pa3 BBIIIE 10 CPAaBHEHHUIO C
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24H-NBCI - T®A (113). JononautenbHbiM kputepueM auddepenimanyu 2,4- u 2,6- n30MepoB
MOYKET CJIY»KHTh OTHOCHUTEIIbHAS MHTEHCHMBHOCTHh CHUTHAa MOHA ¢ M/zZ 121, 3HaueHust KOTOpoi B 4
pa3za Bbiie 151 24H-NBCI - TOA (113) no cpasuenuio ¢ 26H-NBCI - TDA (114).

Kak Bugno u3 tabmunsl 3.13, 24H-NBBr (27) sBisieTcss eIMHCTBEHHBIM U30MEPOM CEPUU
NBBr, cnektp kortoporo umeeT 0a30Bblii MUK M/Z 152, 4TO TO3BOJSET OJHO3HAYHO €ro
nuddepenrmponars. 23H-NBBr (26) manpoTtuB mMmeeT HaMMEHBIIEE 3HAYEHHE OTHOCHUTEIILHOU
MHTEHCUBHOCTH CHUTHAJIa 3TOTO K€ MOHA Cpely BCeX MO3MIMOHHBIX M30MepoB. Kpome toro, mis
23H-NBBr (26) 3HaueHMs1 OTHOCHTEIILHON MHTCHCHBHOCTU CUTHAIa MOHOB ¢ M/Z 136 1 m/z 318/320
SIBIISTFOTCS. HAUOOJBIIIMMU TI0 CPABHEHHUIO C AHAJIOTUYHBIMU 3HAYCHUSMU OCTaTbHBIX MO3UIIMOHHBIX
uzomepoB. Jas muddepenmumanun 26H-NBBr (28) u 34H-NBBr (29) ucnonb3yrorcsi cUrHAIBI
noHoB ¢ M/Z 91, 152 u 318/320, umeronue XapakKTePHbIC OTIMYUS B 3HAUCHHUSIX OTHOCHTEIBHBIX
WHTCHCUBHOCTCH HMOHOB B 3aBHCHMOCTH OT M30MEPHOW CTpykTypsl (Tabmuma 3.13).
Huddepenmmanus 25H-NBBr (25) u 35H-NBBr (30), umeromux 0a3oBbiii muk ¢ m/z 198,
OCYIIECTBIIACTCS 0 3HAYCHUSAM OTHOCHUTEIHLHON MHTEHCHMBHOCTH CHUTHAJIOB MOHOB ¢ M/z 152, 121,
318/320, xoTOpBIE BO BCEX CiIydasx cyliecTBeHHO Bbiie as 25H-NBBr.

Takum o6pazom, podaema audepeHIranuy IO3UIHOHHBIX H30MepoB cepuii NBF (13-18)
u NBCIl (19-24) ycmemmHo pemaercs IyTeM CpPaBHUTEIBHOTO HCCIIEOBAHUS MacC-CIIEKTPOB
AJIEKTPOHHOM MOHM3AIMM KaK caMMX COeIMHEHuM, Tak U ux TDA nepuBaToB, B TO BpeMs Kak
mubdepeHanus MO3UIMOHHBIX H3oMepoB rpymnmnsl NBBr (25-30) He TpeOyer momydenust N-

AllWJIbHBIX ACPHUBATOB.

3.4.4. lugppepenyuayun c nomowyvio /[TUC-cnekmpoe npomoHupoeanuvlx MoaeKy

3.4.4.1 Opacmenmayus 6 pezyromame ouccoyuayuu, UHOYYUPYeMou coyoapeHusimu

Jlnst u3ydenus pparmeHTaluu nmo3unnonHbx nzomepon cepuit NBF (13-18), NBCI (19-24)
u NBBr (25-30) HamMu HCIOJIB30BANINCH PHEPIHU CTOJNKHOBeHHH B quana3oHe 10-20 3B, koTopsrit
MO3BOJMJI MOJYYUTh JOCTAaTOYHO TIOJHBI HAa0Op XapakTepHBIX MOH-TIPOJYKTOB  0€3 HX
YpEe3MEPHOTO pa3pyIIeHUs] U UCKAKECHUS KapTUHBI (PparMeHTAIHH.

OcHoBHble nyTH (¢parMeHTanuu B cnektpax JWC npoTOHHPOBAHHBIX — MOJEKYJ
no3uiioHHbIX u3omMepoB cepuiit NBF (13-18), NBCI (19-24) u NBBr (25-30) B 11e510M aHAJIOTHYHBI
nyTsiM gparmenrtanuu B criektpax JUC nporonnpoBanubeix mMonekyn cepun NBOMe (F) (7-12),
YTO CBSI3aHO, BEPOSITHO, C TPUCYTCTBHEM B CTPYKTYpE 3aMECTUTENICH DIIEKTPOHOAKIIENTOPHBIX
atomoB raiorenos -OCFs3, -F, -Cl -Br, u ornu4garorcst oT KapTHHBI (parMeHTaIMy TS COSTHHCHHUH

NBOMe (1-6), uMeromux 3J1eKTpOHOIOHOPHYIO MeToKcurpymy (pucyHok 3.37) [120, 122].
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Pucynok 3.37 — OcHoBHble HampaBieHuss ¢Qparmenranuu B crnektpax JUC

POTOHMPOBAHHBIX MOJICKYJI TO3UIMOHHBIX H3oMepoB cepuid NBF, NBCl, NBBr (CE = 10-20 3B)

Karnon CioH1302" (m/z 165.0910), obpasoBanublii B pesyabrare paspbiBa cBsasu C-N B
STaHaMUHOBOM (hparMeHTe, HaOJIIOJaeTcs B CHEKTPax TajJOreH3aMEelIeHHbIX MPOU3BOIHBIX (3a
UCKIIFOYCHUEM 3,5-JIMMETOKCH-U30MepOB), 1Mono0HO coenunenusim cepurn NBOMe (F). Ilpu
3HAYCHUAX dHepruu cToidkHoBeHHH 10 m 20 5B, NCHOIB30BAHHBIX B MCCIIEOBAHUH, CUTHAJ 3TOTO
MOHA SBJSIETCS MaKCUMalbHbIM. JladpbHEHWIIMHA MocinenoBaTeIbHbI BBIOPOC JIBYX MOJIEKYI
dopmanbaeruaa uz nona CioH1302" nmpuBoauT k 0OpasoBanuio karuonos CoH1:0" (m/z 135.0804)
1 CgHo™ (M/z 105.0699), curHaibsl KOTOPBIX U3-3a MX HU3KONM MHTEHCHMBHOCTH B CIIEKTPAX HE MOIYT
OBITh UCIIOJIL30BAHBI JIJIsl peanbHol auddepennmarmu n3omepos cepuit NBHal. Kak Obuio onmucano
panee, oopasoBanue katnona C1oH1302" (m/z 165.0910) xapakTepHO | JUis BCEX COEAUHEHUN CEpUu
NBOMe, curnan KoToporo, 0JJHako, IMEET B cIy4ae ITUX COIUHEHUH HU3KYI0 HHTEHCUBHOCTD.

XapakTepHO#l OCOOCHHOCTBIO pacCMaTPUBAEMBIX rajoreH3amenieHHbix nzomepon (13-30),
TaKkke Kak U u3oMmepHbix coenuHenuin NBOMe (F), sBisercs oOpa3oBaHue KaTHOH-pajuKaia
CoH1002** (m/z 150.0675), HHTEHCUBHOCTH CUTHAIA KOTOPOTO BaphbUPYETCs B MIMPOKUX MpEeax,
YTO MOXET OBITh HCIOIB30BAHO TS JU( G epeHIMaIiiU TO3UITHOHHBIX n3oMepoB cepuit NBF, NBCI
u NBBr. Cnenyer ormMeTHTbh, yTO Haubosee OJaronpHsATHO peaklys MPOTEKAeT I COeTUHEHHUN
NBHal, conepxammx onHy U3 ABYX METOKCHUTPYIII B Mema-TIOJI0KEHNH, YTO TaKKe HaOII0IaI0Ch

U B Cilydae mo3uinoHHbIX m3omepoB NBOMe (F).
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Onnako B ciydae 3,5-auMerokcu3amenieHHbIx coenuHeHuit NBHal naGmomaercs psin
OTJMYUTENFHBIX ~ TPU3HAKOB, TIOMOTAIOMUX HMX JTUGPEPEeHIMPOBATh CPEId  OCTAIBHBIX
MO3UIIMOHHBIX U30MEPOB KAXJIOH CepHH, IPUYEeM aHAJIOTUYHAS TCHICHIMSA ObLIa OTMEYCHA U JIJIS
coequnenuii cepurt NBOMe (F) u ommcana panee B mm 3.3.5.1. Tak, mis 3,5-uzomepoB Gosee
IPEIIOUTHTENBHBIM 110 CPABHEHHIO ¢ 00pa3oBanueM karuoH-pamukana CoHi002°" (m/z 150.0675)
ABJIAETCA IIPOILIECC, NPHMBOIAIIMK K mosBiaeHuro katmoHa CoHi1302" (m/z 153.0910). Ipyrum
BO)XHBIM TPU3HAKOM JJISl 3THX XK€ M30MEpOB sBisieTcs Hamuuue B crektpax AMC MHTEeHCUBHOTO
CWTHaja KaTHOHAa UMHHHUsA, OpyTTO-hopMylia M 3HA4YE€HHE M/Z KOTOPOro 3aBHCAT OT THIA aToMa
ranorena B monekyne: CsHoFN' (m/z 138.0714) nna coemunennii NBF, CsHoCIN® (m/z 154.0418)
aust NBCl 1 CgHoBrN™ (m/z 197.9913 u 199.9892) miist NBBr.

Takum oOpa3zoM, HalMuue B CIEKTpax u3oMepHbIX coeauHeHuid NBHal curnamnos ¢ m/z
153.0910 1 coOTBETCTBYIOIIETO0 KaTHOHA MMUHUS MO3BOJSET HaAexxkHO nuddepenuuponarb 35H-
NBF (18), 35H-NBCI (24) u 35H-NBBr (30) cpeau ocTanbHBIX TO3UIIMOHHBIX H30MEPOB.

PazpeiB cBsizm C—N Mexay amMHHOTPYNIOHW M 2-TalOT€H3aMEIIEHHBIM OCH3MIbHBIM
(parMeHTOM MOJIEKYJIbI IPUBOAUT B 3aBUCHUMOCTH OT THIIA aTOMa TaJoreHa K 00pa3oBaHHIO MOHOB
C7HsF* (m/z 109.0448), C7HsCI™ (m/z 125.0153) mmu C7HeBr* (m/z 168.9647 u 170.9627),
UMCIOIIUX HaWOOJBINYKD WHTEHCHUBHOCTh B CIEKTpax 3,5-auMeTokcuu3zomepoB. [Ipu 3TomM B
cnekrpax 35H-NBF (18) and 35H-NBCI (24) npu 3HaueHuum sHepruu crosikHOBeHuit 20 3B
curHaibl cooTBeTcTBYomuX noHoB C7HeF™ (m/z = 109.0448) u C7HsCI™ (m/z = 125.0153) umerot
MaKCHUMaJIbHYI0 HHTCHCUBHOCTb.

Honsr cocraa C17H18FO2" (m/z 273.1285), C17H18ClO2" (m/z 289.0990) mam Ci7H18BrO.*
(m/z 333.0485 and 335.0464), oOpa3yromiecs B pe3ybTaTe BHIOpOCa MOJIEKYJIbl aMMHaKa, UMEIOT
Han0oJiee MHTEHCUBHBIE CUTHAIIBI B CIIEKTPaxX 3,5-AMMETOKCHH30MEPOB U OTCYTCTBYIOT B CIIEKTpax

2,4- u 2,6-130MepoB.

3.4.4.2. Anecopumm ougppepenyuayuu uzomepos ceputi NBF, NBCl u NBBr na ocnose cnekmpos
HUcC

Jns uaeHTuduKauy U nocienyomei auddepeHunaniy To3UIHMOHHBIX HU30MEpPOB CepHil
NBHal Obuti orieHeHbl OTHOCHUTEIIbHBIE MHTEHCHMBHOCTH CHTHAJIOB OCHOBHBIX XapaKTePHBIX HOH-
npoaykToB. Juddepenuanus Bcex NO3UIMOHHBIX H30MEPOB OCYIIECTBIIAIACH B J[BA 3Tama, KaK U
B ciyyae coenuHeHuii NBOMe (F). Tak, OONBIIMHCTBO W30MEPOB YAAJIOCh OTJIMYUTH TPH
3HaUYeHMsIX dHepruu ctosnkHoBeHWi 20 5B (pucynku 3.38-3.40). JlomOmHHUTENBHBINA 3Talm MOXKET
ObITh HEOOXOaMM B ciiydae 2,4- u 2,6-TUMETOKCH3aMEeIIEHHBIX COCIMHEHUN, Pa3INuYUTh KOTOPHIC
MEXIy CO0O0M BO3MOXHO IIyTE€M M3yY€HHUS CHEKTPOB, CHATHIX MpPHU TOHWKEHUU SHEPTruu

cronkHoBeHuit 710 10 3B (pucyHok 3.41).
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Pucynoxk 3.38 - Cnextpsl IC npoTOHUPOBAaHHBIX MOJIEKYJ O3ULIMOHHBIX H3oMepoB cepun NBF (CE = 20 3B)
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Pucynok 3.39 - Crnexrpsl IMC npoToHHpOBaHHBIX MOJIEKY No3UIUMOHHBIX H3oMepoB cepun NBCI (CE = 20 3B)
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Pucynoxk 3.40 - Cnextpsl IUC npoToOHMPOBAaHHBIX MOJIEKYJ TO3UIMOHHBIX H3oMepoB cepurt NBBr (CE = 20 3B)
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Pucynok 3.41

- Cnektpel JIUC nporoHupoBaHHBIX Mosiekyn 2,4-uzomepoB (15, 21 u 27) u 2,6-u3omepoB (16, 22 u 28) (CE

10 3B)
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HOHBI H

WHTEHCUBHOCTEH UX CUTHAJIOB NIpUBeAeHBI Ta0muax 3.14 u 3.15.

3Ha4YCHUA

OTHOCHUTCJIIBHBIX

Ta6muma 3.14 — OUC xapakrepubix noHOB B crnekTpax JMC coemunennii 13-30 npu CE 20 »B

(%), CKOppEKTUPOBaHHbBIC HA HHTEHCUBHOCTh CUTHaMa 6a3oBoro nuka (100%)

Coennenns Hon-npoaykrsl (M/z) 1 0THOCHTEIbHbIE HHTEHCHBHOCTH HX CHTHAJIOB (%0)
165.0910 150.0675 109.0448 | 138.0714 | 153.0910 | 273.1285
25H-NBF (13) 100 72 20 2 - 1
23H-NBF (14) 100 42 15 1 <1 <1
24H-NBF (15) 100 2 <1 - - —
26H-NBF (16) 100 2 1 - - -
34H-NBF (17) 100 15 11 1 <1 1
35H-NBF (18) 31 1 100 36 43 10
165.0910 150.0675 125.0153 | 154.0418 | 153.0910 | 289.0990
25H-NBCI (19) 100 45 10 1 - 1
23H-NBCI (20) 100 27 8 <1 <1 <1
24H-NBCI (21) 100 <1 <1 - - -
26H-NBCI (22) 100 <1 <1 - - -
34H-NBCI (23) 100 9 6 1 <1 <1
35H-NBCI (24) 51 1 100 67 80 14
165.0910 150.0675 168.9647 | 197.9913 | 153.0910 | 333.0485
25H-NBBr (25) 100 34 5 <1 - <1
23H-NBBr (26) 100 19 4 <1 - -
24H-NBBr (27) 100 <1 <1 - - -
26H-NBBr (28) 100 <1 <1 - - -
34H-NBBr (29) 100 7 3 <1 <1 <1
35H-NBBr (30) 59 1 65 49 100 10
H[)HMC‘{&HI/IC. OTHOCHTENIHLHBIE HMHTCHCHUBHOCTH CHUI'HaJI0B HOHOB, KOTOpbIC HanboJee Ba’XHBbI JUIA

muddepeHInanuy coeMHEHNH, BBIEICHBI )KUPHBIM MIPUPTOM.

Tabmuna 3.15 — OUC xapakrepasix noHos B cnekrpax AUC coenunenwii 15, 16, 21, 22, 27 u 28

npu CE 10 3B (%), ckoppekTHpoBaHHbIC Ha HHTCHCHBHOCTB CHTHaNa 6a3oBoro muka (100%)

Houn-npoaykrsl (M/z) 1 0THOCUTEIbHbIE HHTEHCHBHOCTH X CUTHAJIOB (%)

CoenuHeHuS 165.0910 [M+H]* = 290.1551
24H-NBF (15) 100 30
26H-NBF (16) 100 55
165.0910 [M+H]* = 306.1255
24H-NBCI (21) 100 54
26H-NBCI (22) 100 96
165.0910 [M+H]* = 350.0750
24H-NBBr (27) 100 51
26H-NBBr (28) 100 86
OTHOCHTGHBHBIG HNHTCHCUBHOCTHU CUT'HAJIOB HNOHOB, KOTOpBIe HaI/I6OHee BAa>XHbI JUIA

IIpumeuanue.

nuddepeHIan COeTUHEHNH, BBIJICIICHBI JKUPHBIM IIPUPTOM.
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Hannune HMHTEHCHBHBIX CHUTHAJIOB HMHHHEBOro karmona (m/z 138.0714, 154.0418 wunwm
197.9913) u xkarmoma CoH1302" (m/z 153.0910), XapakTepHBIX TOIBKO Ui CIEKTPOB 3,5-
JMMETOKCHH30MEPOB, TO3BOJIIOT 0€30IIMO0YHO OTIMYUTh WX OT OCTAJbHBIX IMO3UIIMOHHBIX
U30MEpOB. JIOTMONHUTENFHBIMU KPUTEPUSAMH HMICHTU(DUKALUN STHX H30MEPOB MOTYT CIIY)KUTh
OoJiee BBICOKHE (BIUIOTH J0 MaKcUMalbHbIX B crektpe) 3Hauenus OUMC monoB ¢ m/z 109.0448
(35H-NBF), m/z 125.0153 (35H-NBCI) wmaun m/z 168.9647 (35H-NBBr) mo cpaBHEHHIO C
OTHOCHTEIBHON MHTEHCUBHOCTHIO curHaina uoHa CioHi1302" (m/z 165.0910), a Taxxke Hanuuue
3HAYMTEIPHOrO curHana karmona [M+H-NH3]*, obGpasyromierocst B pesynbrate GEH3UIBHON
neperpynmupoBKy.

[Tonmy4yennbie npu 3HaueHusix CE 20 5B crnekTpbl MO3UIIMOHHBIX W30MEPOB, COACPIKAIINX
METOKCUTPYIIIIBI B TMOJOXKEHHUsIX 2,3-, 2,5- u 3,4- XOpOIIo pa3IuyaroTcs MeXIay coboi 1o
COOTHOIIEHUIO MHTEHCUBHOCTEHM curHaioB KarnoH-pagukana CoHi002*" (m/z 150.0675) 1 MoHOB ¢
m/z 109.0448 (NBF), m/z 125.0153 (NBCI) uau m/z 168.9647 (NBBr) (tabauma 3.14).

Crextpsl 2,4- u 2,6- U30MepoB HEpa3IMYNMBI MeXAy coboi mpu 3HaueHusx CE 20 »B
(pucynku 3.38-3.40, Tabmuna 3.14) MU MMEIOT CIUHCTBEHHBI HMHTCHCHBHBIA CHIHAT KaTHOHA
CioH1302" (m/z 165.0910). Tem He MeHee, Pa3IM4YMTL OTH IO3ULMOHHBIE HU30MEPHI MOXKHO C
MIOMOIIBIO0 CIIEKTPOB, MOJYYEHHBIX MPH 00Jiee HU3KMX 3HAYCHUSX SHEPTHH CTOJKHOBEHUH. Tak, B
creKkTpax, noiaydeHHbsx npu 3HaueHnn CE 10 5B, pa3znuuus B COOTHOLICHHSX HWHTEHCHBHOCTEU
Mexay curnanmamu katmoHa CioHi302" (m/z 165.0910) u wmoma-mpemmectBennuka [M+H]

MO3BOJIAIOT HA/ICXKHO OTJMYMTh 3TH J[Ba TUIA 3amenieHus (pucyHok 3.41, tabmuma 3.15).

3.5. Iuddepenumnanus no3uunoHHbIX H30MepoB cepuu NBOH

3.5.1. Juppepenyuayun c nomouybio memooa 2a30HcuOKOCMHON Xpomamozpaguu

Cpemn  N-((2-3amernieHHBIX )OeH3MWT)DEHIIITAHAMUHOB ~ 0CO00€  MECTO  3aHHUMAIOT
coequuenus cepur NBOH, xoTopble SIBISIFOTCS TEpPMHYECKH JIAOWIBHBIMU H, CIIAOBATEIBHO,
IPETEepPHeBalOT XMMUYECKHE U3MEHEHHUsI BO BpPEMsl aHaIu3a. JTO MOXET NMPUBECTU K CEPbE3HBIM
omnbOkaM B wuaeHTHGHUKamuu MeTtogoM ['X-MC, npumeHsembiM B JabopaTopHsx cyaeOHOU
OKCIIEPTU3bI, O Ye€M HEOJHOKPATHO COOOMIAIOCh B Hay4dHO# nmuteparype [78,79, 123, 124]. B
YaCTHOCTH OIMCaH TNpumep HempaBwibHOro ompenenenus 251-NBOH, xortopwiii, yrpatus 2-
TUAPOKCUOCH3UIIFHYIO TPYIITY B MPOIECCe aHaau3a, ObUT OMMO0YHO uaeHTUUIUpoBaH kak 2C-I
[78, 123].

Jlnst mpeoTBpaIeHus] OMMOKN UACHTH(HUKAIMK TPU MPOBEACHUU aHanu3a meronoMm I'X-
MC B HayuHOI1 TuTEpaType OBLIN MPEUI0KEHBI HECKOJIBKO N01X010B. Tak, B [78] coolmaercs, 4To
JIOCTOBEPHBIM TIpH3HAKOM Hamuumss B 1pode coemuHenuss NBOH  sBusercs mnwmk — 2-

(ankoxcumeTmn)peHona,  HMACHTHPUUIUPYEMBII Ha  XpoMaTorpaMMe MpU  PacTBOPCHUHU
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HCCIIETyeMOTO COSAMHECHUS B CIIUPTaX (METHIOBOM, 3TUIIOBOM, H30MPOIMUIOBOM). ABTOPHI IPYTHX
nyOnuKanmuil — mpeularaloT  MCMOJdb30BaTh — peakUUI0  JepUBaTU3allMM € MOCHeAyIouiei
uaeHTU(HUKAIIMEN TTOTYYEHHBIX MPOU3BOAHBIX [123, 124].

I[Ipu  mepuBarmzaumu  coenuHenuid  25B-NBOH, 25C-NBOH wu  251I-NBOH
rentadpropmaciasiHbiM anruapuaoM (COMA) ist kaxaIoro M3 HUX ObUIM BBISBICHBI HECKOJIBKO
IIUKOB, OCHOBHBIM W3 KOTOPBIX SBJISETCS MUK OHC-IPOU3BOJHOTO C ALUIMPOBAHHBIMU
AMUHOTPYIIION U THUAPOKCUTPYIION, HEOONBIION M0 MHTEHCUBHOCTH MUK MOHOIPOU3BOJHOTO C
alMJIMPOBAaHKEM [0 AMHHOTPYIIIC W MAJIOMHTCHCHBHBIA MUK anuiupoBaHHoro amuua 2C-Hal
[123]. U xots peakuus ¢ TOMA npencraBiser coboii 3hHEeKTUBHYIO U IPOCTYIO JICPUBATH3AIIMIO,
MO3BOJISIOIIYIO JTOCTOBEPHO ompeaensTh kaxapii w3 25Hal-NBOH, B cinyuae muddepenimanmn
cMecH NO3UIHMOHHBIX H3oMepoB NBOH »sTtoT MeTon HeynobeH wu3-3a GOJBIIOrO KOJIUYECTBA
JIEPUBATOB, TUKH KOTOPBIX MOTYT HAKJIAJABIBATLCS IPYT HA Ipyra HAa XpoMaTorpaMMe U 3aTpyIHSATh
UICHTUPUKAIMIO U TIOCIEAYIONTYI0 AudPepeHInanino H30MEPHBIX COSTMHEHUH.

[Ipoctas u gocTynHas METOAMKA JAEPUBATH3ALMU YKCYCHBIM AHTHUAPUIOM IPEAJIOKEHA B
[124], OJIHAKO u B 3TOM ciydae npu JepUBaTU3AIIIT KaXKIIOr0 N-(2-
TUAPOKCUOCH3 M )(heHMIdTaHAMUHA 00pa3yeTcs CMECh MOHO- M JTUAIENIbHBIX MPOU3BOAHBIX, UYTO
TaKKe MOKET 3aTPYAHITh AU epeHIHnaIiio mo3uuoHHbIX nzomepos NBOH.

JUis  u3ydeHWs BO3MOXKHOCTH WJACHTU(UKAIMKA W Tocienyomed auddepeHImanum
u3omMephbix coequaernii NBOH (31-35) namu ObuTH TIOJTydeHBI MX TPU(TOPALETHIBHBIC JCPHBATHI
(123-127) no meToauke, npuBeacHHON B 11T 2.3.3. YCTaHOBICHO, YTO B pe3yJIbTaTe AePUBATH3AINN
JUISL BCEX M30MEPOB 00pa3yeTcsi TONBKO OJWH MUK MOHO3aMENIEHHOTO 0 aTOMY a30Ta JiepuBaTta,
YTO TIO3BOJISIET OJHO3HAYHO MACHTU(HUIMPOBATh Kaxmoe u3 coeamHeHuit cepun NBOH. Kpowme
TOTO, B TPEUIOKEHHBIX HAMH XPOMAaTOTrpaUUecKHX YCIOBUSX, & UMEHHO B H30TEPMUYECKOM
pexxume nipu Temneparype 210° C, ynanocs 10OUThCs IpUEMIIEMOTo pasfenenus TOA 1epuBaToB

BCEX MO3UIIMOHHBIX U30MEPOB 32 25 MUHYT (PUCYHOK 3.42).
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Counts (%) vs, Acquisition Time (min)

Pucynox 3.42 - XpomarorpamMMa cMecH TPHPTOPAUETHIBHBIX JEPUBATOB IIATH

no3uLIKMOHHBIX H30MepoB cepurl NBOH B m3zorepmuueckom pexume (210 °C)
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PaccunTanHble HaMH ra3zoxpomarorpauuecKkue MHIEKCHl yaepkuBaHus TOA nepuBaToB

no3uimoHHbIX n3oMepoB NBOH npusenensr B Tabmuie 3.16.

Tabmuma 3.16 - 3HavyeHWs Ta30XpoMaTorpaguyecKux WHACKCOB yaepkKuBaHUus TOA
JIEpUBATOB JUMETOKCH3aMeleHHbIX u3oMepoB NBOH, a Takke moBepHUTENbHBIC WHTEPBAIIBI

3HAYCHHUI UHJIEKCOB, PACCYUTAHHBIX C JJOBEPUTEIILHON BEPOSITHOCTHIO 95%

O0600mIeHHBIA (JTMHEHHO-
HazBanue JIuneinbIi aorapuMUYECKHii) HHAEKC Jlorapugpmmuye-
COEIMHEHHS UHJIEKC yaep>kuBanus, Gl CKH UHJEKC
YACPKHUBaHUA, pexKUM U30TEpMUIE- YACPKUBAHUA
RI IPOrPaMMHUPOBAHUS | CKHUM PEXUM Kogaua, |
23H-NBOH - T®A (123) 2498+4 249843 2465+3 2465+3
26H-NBOH - T®A (125) 253443 253443 249643 249643
24H-NBOH - T®A (124) 2586+4 258545 254743 254743
34H-NBOH - T®A (126) 259544 259445 2560+4 2560+4
35H-NBOH - T®A (127) 2608+3 2609+4 2573+4 257344

Takum o00pa3oM, HaMH YCTAaHOBJICHA BO3MOXHOCTh JU((epeHIHann MO3UIHOHHBIX
uzomepoB NBOH (31-35) merogom I'X uimu I'X-MC B yclIOBHSX M30TEPMHYECKOTO PEKUMA MPU

temrepatype 210°C nyrem u3mMepeHus HHICKCOB yuepxuBanus ux TOA nepusaton (123-127).

3.5.2. luppepenyuayusn c nomowipto memooa HcuoKoCmHol Xxpomamozpaguu
Xpomarorpapuueckoe pasjieiaeHne O3MIHOHHBIX u3oMepoB NBOH (31-35) 6suto
JOCTUTHYTO MEHEe, 4eM 3a 6 MHUHYT B OIMCAHHOM HAaMHU JUIA JIPYTHX W3YYaeMbIX COCIMHCHHM
M30KpaTuueckoM pexkume, npu 15% (00.) comepxkaHuM alleTOHUTPUIIA, HA XpoMaTorpaduaeckoit
kosionke Bonus RP (pucynok 3.43). B srtux ycnoBusx mias coemuHenuit cepur NBOH Oputn
paccuntanbl kodddurments! ynepxxusanus (k), koropsie cocraBuan: 2.6 (34H-NBOH), 4.7 (23H-
NBOH), 5.4 (35H-NBOH), 6.5 (24H-NBOH) u 8.2 (26H-NBOH).

8
x10 UHNBOH 35H-NBOH

2g- 214 3.85
2.2
1.8
1.4-

1
0.6+
0.2

24H-NBCH
450

26H-NBOH
554

23H-NBOH
342

Counts (%) vs. Acquisition Time {min})

Pucynoxk 3.43 - BOXKX-MC xpoMaTorpamma cMecH MTH NO3ULIMOHHBIX n3oMepoB NBOH B

HN30KPATHUYCCKOM PEKUME C BpEMCHAMHU YACPKUBAHUA
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BO3MOYKHOCTH KHMJIKOCTHOM XpomMaTorpaduu MO3BOJSIOT HAAEKHO

Takum o0Opazom,
cepun NBOH (31-35) mo mapamerpam

MMO3UIIUOHHBIC  U30MCPEI

nuddepeHIpoBaTh
XpoMaTorpauueckoro yaep>KuBaHusl.
3.5.3. Jugppepenyuayusn c nomouwipto macc-cnekmpos 3J1eKmpoHHOU UOHUZAUUU

3.5.3.1. Macc-cnekmpul 31eKMpPOHHOU UOHUZAYUU

[Tockonbky unentudumuposars coenunenns NBOH meronom I'X-MC He mpencraBisieTcs

BO3MOXXHBIM H3-3a HX TCpMOJIa6I/IJ'IbHOCTI/I, C I1CJIbIO I/II[CHTI/I(bI/IKaL[I/II/I n Hux HOCJIC,Z[yIOH.[CfI

nuddepentmanun Obutn moaydensl ux TMA nepusatel (123-127), macc-criektpsl 1D KOTOPBIX

npuBeIeHbI HIKe (pUCYHOK 3.44).
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Pucynox 3.44 - Macc-criekTpsl 21eKTpoHHON noHu3amu TMA nepuBaToB MO3UIIMOHHBIX

uzomepoB NBOH (coenunenus 123-127)
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W3yuenne  3aperMCTPUPOBAHHBIX  MAacC-CIIEKTPOB  TPUPTOPALETHIBHBIX  JICPUBATOB
MO3UIIMOHHBIX M30MepoB cepud NBOH (123-127) mokaszaiio, 4To OHH UMEIOT SIPKO BBIpaKEHHBIC
pasuymsi  MEXIy H30MEPHBIMH  CTPYKTYpaMH ¥ MOTYT OBITh  HWCIIOJNB30BaHBI  JUIS

nuddepenpoBanus NO3UIMOHHBIX H30MepoB cepur NBOH (31-35).

3.5.3.2. @paemenmayusi noo deticmsauem 31eKMPOHHOU UOHUZAYUU
Cxema OCHOBHBIX HampaBicHH (parmMeHTanu TOA IepUBATOB MO3UIIMOHHBIX W30MEPOB
cepun NBOH B wmacc-ciektpax WD mnpuBenena Ha pucyHke 3.45 W B IeIOM aHaJIOTHMYHA
HarpaBJIeHUAM, OmucaHHbIM Hamu It coeaunennii NBOMe [51, 120] u moapoOHO H310KEHHBIM B
i 3.2.3.2. u 3.2.3.4 nacrosmiei pabotsl, mus coenunernii NBOMe (F) (nm 3.3.4.2), a takxke s

no3unnoHHbIXx u3oMepoB cepuit NBF, NBCI, NBBr u ux aepusaroB (mm 3.4.3.2.), ONUCaHHBIX

Hamu B [122].
R
D —O
N

C,H,0"

(@)
- ®/\+ C10H9N02F3 m/z =107 v
/z = 232
O// mz = m/z = 91
C1oH1302" /
m/z = 165

D — Jw@ﬂ o

CoHo O o C10H1202
oH1102 R=COCF; m/z = 164
m/z = 151 -CH .
\ / -CH3
@)
X -CH3’ R .
O B — C7H502 CgH902
X " m/z =121 m/z = 149
CgHgO2
m/z =136

Pucynok 3.45 - OcHoBHbIe HampaBieHusi ¢pparmeHtanuun TDPA nepuBaTOB MO3MIIMOHHBIX

uzomepoB cepur NBOH B Macc-cniekTpax 3/IeKTpOHHON HOHU3ALUN

Cnenyer OTMETUTh, YTO B pe3yjbTaTe JIepUBaTH3ALUMU, MPOBEICHHON IO MpPeaIoKEHHOU
Hamu wmetoguke (mm 2.3.3), mns Bcex u3zomepoB NBOH o0pasyercss TONBKO OJUH IMPOJYKT
MOHO3aMEIIEHHOT0 M0 aTOMY a30Ta JIepUBaTa, Kak U B CIy4ae OCTAJIbHBIX U3y4aeMbIX HaMHU cepuit
MO3UIMOHHBIX H30MepoB. OTMETUM M TOT (DaKT, YTO B HAYYHOM JHUTEpaType A0 HACTOSIIETro
BPEMEHH HE TIPEUIOKECHO METOAMKH jaepuBatu3anuu coeaumnennidi NBOH, npuBojsmiei k
00pa30BaHUIO €IUHCTBEHHOTO MPOAYKTAa — €r0 MOHOAIMJIBHOTO MPOU3BOJIHOTO, 3aMELIEHHOIO 1O

aMHHOTPYIIIE, MO3BOJISAIOIIEr0 JOCTOBEPHO UACHTU(UIIMpOBaTh coequHenus cepur NBOH.
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Kak Bumno Ha pucynkax 3.44 u 3.45, oGpaszoBanme wonoB CoH110>" (m/z = 151) u
C10H1202" (m/z = 164), uMeromux B Macc-CIIEKTpaxX MHTEHCUBHbIE CUTHANbI, 4 TAKXE 00pa3oBaHUe
xatnona uMunus C1oHgNO2F3™ (m/z = 232) u nona CioH1302" (M/z = 165), umeromux HeGOIBLIYIO

HHTCHCHUBHOCTb, OJTHO3HAYHO JOKA3bIBAKOT MIPUCOCAUHCHUC aL[PIJIbHOfI I'pYIIIbLI K aTOMY a30Ta.

3.5.3.3. Aneopumm ougpgepenyuayuu uzomepos cepuu NBOH na ocnose macc-cnexkmpos
NEKMPOHHOU UOHUZAYUU
Hns  nmuddepenumanuu  no3unnoHHbXx u3oMmepoB NBOH Ha ocHoBe Macc-crieKTpoB

BHCKTpOHHOﬁ MOHH3allMK HaMH OBLJIM HCIIOJB30BAaHbI OTHOCHUTEJbHBbIE MHTEHCHUBHOCTH CHTHAJIOB

OCHOBHBIX XapaKTEPHBIX HOHOB X TpU(TOpaeTHIbHBIX aepuBatoB 123-127 (tabauma 3.17).

Tabmuna 3.17 — OTHOCUTEIbHBIE MHTCHCHBHOCTH CHTHAJIOB XapPaKTEPUCTUYCCKHX HMOHOB
(%) B Macc-criekTpax anekTpoHHor nonuszanuu (70 sB) TOA nepuBaToB MO3UITMOHHBIX U30MEPOB

NBOH, ckoppektupoBaHHbIE HA HHTEHCUBHOCTH 0a3zoBoro nuka (100%).

OcHoBHbIE HOHBI (M/Z) ¥ KX OTHOCHTEIbHbIE HHTEHCHBHOCTH
CoennHenust (%)

151 164 107 91 121 136 149 383
23H-NBOH - T®A (123) 16 91 100 37 10 52 18 8
26H-NBOH - T®A (125) 100 69 50 53 8 2 21 3
34H-NBOH - T®A (126) 100 88 41 7 4 1 6 3
24H-NBOH - T®A (124) 100 45 17 12 28 <1 7 2
35H-NBOH - T®A (127) 23 100 77 11 6 2 1 6

[pumeyanne. OTHOCHTENbHbIE WHTEHCHBHOCTH CUTHAQJIOB HMOHOB, KOTOpble HauOojee BaKHBI JUIs
muddepeHInanuy cOeTMHEHNH, BBIICICHBI )KUPHBIM HIPU(PTOM.

Jlauuble, puBeacHHbIe B Tabmuie 3.17, mokaspBatot, uto 1 23H-NBOH - T®A (123) u
35H-NBOH - T®A (127) wonsl ¢ m/z 107 u 164 COOTBETCTBEHHO SIBJISIOTCSA 0a30BBIMH, UYTO
MO3BOJIIET OJTHO3HAYHO Juddepentupoats 2,3- u 3,5- ©30Mepsl OT OCTATBHBIX H30MepoB NBOH.

B cnektpax 24H-NBOH - T®A (124), 26H-NBOH - T®A (125) u 34H-NBOH - T®A (126)
0a30BbIii MUK UMeeT 3HaueHne M/z 151. B aroii rpynmne 24H-NBOH - T®A (124) nerko pa3nu4um
CpeM CIIEKTPOB OCTAIBHBIX U30MEPOB M0 HaubosbiieMy 3Hauenuto OMC wona m/z 121, a 26H-
NBOH - T®A (125) nagexuo auddepennupyercs mo Hanbosbiemy 3aaueauo OMC nona m/z 91.

Takum oOpa3om, HamMH MpeUIoKeH OoJiee yIOOHBIM M MPOCTOH crocod AepUBaTU3ALUU
coequnennii NBOH mo cpaBHeHHI0O C paHee ONMCAHHBIMU B JIMTEpaType, MO3BOJSIOMINN
JOCTOBEPHO  MU(GEpeHIINPOBAaTh TMO3UIMOHHBIE HW30Mephl 3Toi cepun. Juddepenumanms
no3unuoHHbIX n3omepoB cepurn NBOH nHa ocHoBe Macc-criektpoB D MokeT OBITH yCHEITHOW
TOJILKO B Cllyyae MOJY4YeHHs M MOCIEIYyIoLel peructpanuu macc-ciekrpoB ux TDA nepuBatos
(123-127), xotopsie 00MaalOT SPKO BHIPAKCHHOW BAPHATHBHOCTHIO WHTEHCHBHOCTEH CHUTHAIIOB

HMOHOB B 3aBUCUMOCTH OT CTPYKTYPBI COEAMHEHUS.



132

3.5.4. lugpgpepenyuayun c nomouwgpto cnekmpoe /[HC npomonupoeannvlx mMoaexyn

3.5.4.1. @paemenmayus 8 pezyrbmame OUCCOYUAYUU, UHOVYUPYEMOTU COVOAPEHUAMU

Jlns w3ydenus ¢parmentanuu coeaunenuii cepuit NBOH (31-35) Hamu HCIOJIB30BaINCh
TpH 3Ha4YeHHs dHepruu cronkHoBeHwii: 10, 15 u 20 3B, npu KOTOPEIX OBUT MOJYYEH TOCTATOYHO
MOJIHBIN HA0OP XapaKTEPHBIX HOH-TIPOYKTOB 0€3 UX YPE3MEPHOTO Pa3pyIICHHS.

OcHoBHbIe TyTH PparMeHTanuu B criekTpax [V C npoTOHMpOBaHHBIX MOJICKYJ COSAMHEHUN
NBOH B 1eiom HalmoMHHAIOT KapTUHY (PparMeHTaIlid ©30MEPOB TAJIOTCHCOICPIKAIIUX CEPUi, IS
KOTOPBIX O0pa30BaHHWE XapaKTEPHBIX (PArMEHTHBIX HOHOB MPOUCXOAWT B OCHOBHOM 3a CUET
pa3pbIBOB CBsi3€il B 3TaHAMHHOBOW YacTH MOJEKYJbl C COXpaHEHHEM 3apsaa Ha 0e3a30THOM
(IMMETOKCMOCH3UILHOM)  (parMeHTe, MpuYeM HaOJIIOMAIOTCS aHAJIOTHYHBIE OCOOCHHOCTH
dbparmenTanuu Juig  3,5-u3oMepoB. B To ke Bpems, s 2-THAPOKCHOCH3UI3aMEIIEHHBIX
COeIMHEHUH 1Mo100HO MO3UIMOHHBIM n3omepaMm cepun NBOMe nabmromaercs paspsiB cBsizu C—N
MEXy aMUHOTPYIIION M 2-METOKCHOCH3WIbHBIM ()parMEHTOM C OOpa30BaHHWEM AaHAJOTHYHBIX

KaTHOHOB (pHUCYHOK 3.46).

O ‘
o /©/\ ' ~_ -0 \o:©/

. H\\ + CgH100,™
CoH11O /- m/z = 150.0675
m/z = 135.0804 —0 C1oH1302"
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CiH1e0s" H* >
171193 NH3 T (0]

- ~——
m/z = 271.1329 B H '_\JHs
Y& OH
@ -~ | -0

O~ C1oH1gNO,"
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C/H,0* / 3.5 l3.5 \3-5
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- >
=
: OH "o~

o\
.

CgH10NO+ C11 H16N02+ C9H1302

m/z = 136.0757 m/z = 1941176 m/z = 153.0910
Pucynok 3.46 - OcHoBHBIe HampaBlieHuss (parmeHtaruu B cnekrtpax JIUC

POTOHUPOBAHHBIX MOJIEKYJT TTO3UIOHHBIX H3oMepoB NBOH (CE = 10-20 »3B)

3apeructpupoBannbie criekTpbl JIMC no3umnuonnsix n3oMepoB cepuu NBOH npu 3Hauennmn

sHepruu crokHoBeHu 10 3B npuBenens! Ha pucyHke 3.47.
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Pucynoxk 3.47 - Cnextpsl IIC npoTOHUPOBAaHHBIX MOJIEKYJ O3ULIMOHHBIX H3oMepoB ceprurt NBOH (CE = 10 3B)
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Hns coemunenuit cepun NBOH, kak u 17 OCTaIbHBIX TSATH HU3y4aeMbIX Cepuit
MO3UIIMOHHBIX HM30MEPOB, THUIMYHBIMH HAMPABICHUSMHU (parMEeHTAIlMU SIBISIFOTCS PEaKIIHH,
npuBosiue kK oopazosanuio karuona CioHi1302" (m/z 165.0910) B pesynbrare paspeisa cssu C —
N B 5TaHaMHHOBOM (parmeHre, kKarnoHa OensmwibensuabHoro tuna CizH1903 * (m/z 271.1329),
SBIISIOIIETOCS. TPOJYKTOM CKEJIETHOM MEeperpymniupoBKA C BBIOPOCOM MOJEKYJIbl aMMHUaKa, |
xatuona C7H70" (m/z 107.0497), Bo3nuxkaromiero npu paspeise cBsazd C—N Mex1y aMUHOTPYIIION
U 2-THAPOKCHU3aMENICHHBIM OeH3WIbHBIM (parmMeHToM. [Ipu 3nauvenun CE 10 5B curnan mona
C10H1302" (m/z 165.0910) mMeer pa3savyHyr MHTEHCHMBHOCTH, YTO IO3BOJISIET €r0 MCIOJIL30BaTh
i nuddepennuanun u3ydaeMbix uzomepoB BHyTpu cepun NBOH (pucynok 3.47). Curnan
katnona Ci7H1903" (m/z 271.1329) B cayuae coenunenuii 31-35 MaloOUMHTEHCUBEH, 3a
uckmouenneM 34H-NBOH (34), koTopelii MOKHO HAJICKHO HACHTH(GHIMPOBATH HAa OCHOBAHUHU
curnana storo nosna B JIC cnextpe, 3apeructpupoBanHoM rpu CE 10 3B (pucynok 3.47). Curnan
karuona C7H70" (m/z 107.0497) uMeeTr pa3nvyHyr0 WHTEHCUBHOCTH Ul M30MEPHBIX COEIUHEHMI
cepun NBOH, mpuyem npu 3nauenusx CE 15 m 20 sB oOpazoBanme 3TOro MOHa OCOOCHHO
OnmaronpusaTHO s 3,5-nuMeTokcunzomepoB. [Ipu 3nauenusx CE 10 3B curnan ctaHOBUTCSI MEHee
WHTCHCUBHBIM, OJTHAKO U B ATOM CIIy4ae €ro pa3InyHyl WHTCHCUBHOCTh MOXHO UCIIOJIb30BATh IS
uacHTHGUKAIY MO3UIMOHHBIX m3oMepoB cepurt NBOH (pucynok 3.47).

B otnmnuue ot cepuit NBOMe (F), NBF, NBCl u NBBr, B ciiyuae NO3UIIMOHHBIX H30MEPOB
cepurt NBOH curnan karuon-paaukana CoH1002*" (m/z 150.0675) umeeT HU3KYIO HHTEHCHBHOCTH,
B CBSI3U C Ye€M, €r0 CJIIOKHO MCIOIB30BaTh i auddepenunarmu. OOpa3oBaHHe aIbTEPHATHBHOTO
karnona CoH1302" (m/z 153.0910) B ciyuae 35H-NBOH (35), no-BuguMomy, Takke He OYEHb
OJIarONPHUATHO, YTO BBIPAXKAETCS B MAIIOMHTEHCHBHBIX CUTHAIAX 3TOTO MOHA, 3apETUCTPUPOBAHHOTO
B cnekrpax JMC npu paznuusbix 3HaueHusx CE. B To ’xe Bpems, Hanuuue CUTrHaja KaTHOHa
CoH1302" (m/z 153.0910) mossonsier oanos3nayno auddepentuposars 35H-NBOH (35) cpeau
OCTaJIbHBIX MO3ULIMOHHBIX HU30MEPOB (PUCYHOK 3.47). JIpyruM Ba)KHBIM MPU3HAKOM 3,5-TIOJIOKEHHUS
apisgercs Hanmuuue B crektpax JUC curmana xarmona mmmaus CgHioNO' (m/z 136.0757),
oOpa3yromerocss B pe3ynbTaTe [-pa3pbiBa  YIIIEPOA-YIJIEPOJHONW  CBS3M  OTaHAMHHOBOU
rpynnupoBku. B omimmune ot cepuit coenuHenunit NBOMe (F) u NBHal, »stor curnan
MaJIONHTEHCHBEH, OJIHAKO IO3BOJIIET HaAekHO AuddepeHunpoBath 3,5-U30Mep Cpeau APYrHxX
nzomepoB cepuu NBOH.

BaxHoit 0cOOEHHOCTBIO, XapaKTepHOH TONbKO i coenuHeHuit cepunm NBOH, sisiercs
Haanure B crekrpax JIMC curmama katmona CioHisNO2™ (m/z 182.1176), mposBistomiero
Pa3IMYHYI0 MHTEHCUBHOCTbH JJISI Pa3HBIX MO3UIIMOHHBIX M30MEPOB, YTO IO3BOJIET HCIOJIB30BAThH
9TOT curHan st ux muddepenipanun (pucynku 3.46 u 3.47). Jns 35H-NBOH (35) curnan

xatuona C1oH1sNO," (m/z 182.1176) siBnsieTcs HanOoiee MHTEHCUBHBIM, B ocobernoctu ipu CE 10
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u 15 5B, uto mo3Bossier HaAexkHO nuddepeHIpoBaTh 3,5-U30Mep CPEAN OCTAIBHBIX H30MEPOB
cepun NBOH.

PaspeiB cBsisu C—N Mexay aMuHOrpymmol u 2-TMIPOKCH3aMEIIEHHBIM OeH3WJIbHBIM
¢dparmentom coenunennii NBOH oGycnasiuBaer obpasosanue nona CoHisNO2" (m/z 194.1176),
curHan koroporo Habmonaercs B cnekrpe HMC 3,5-numerokcuuszomepa, M, HECMOTpS Ha
HEBBICOKYIO MHTEHCHUBHOCTb, MOXKET CIYXHUTh JOMOJHUTEIBHBIM KPUTEPUEM JUIS UJIEHTU(DUKALIUN
35H-NBOH (35) (pucynku 3.46 u 3.47). Cnenyer orMeTuTth, uto obpasoBanue nona CoHisNO,*
(m/z 194.1176), xapakTepHO Takxke U Uit Bcex coeaunenuit cepun NBOMe, uto Obu1o omucaHo B

n. 3.2.4.2.

3.5.4.2. Anecopumm ougpepenyuayuu uzomepos cepuu NBOH na ocrnoge cnexmpog JJHC
Jliiss u3ydeHuss BO3MOXKHOCTH nuddepeHmanmm mo3uimoHHbIX u3omepoB cepurn NBOH
(coenunenus 31-35) Ha ocHoBe ux JJUC criekTpoB ObUTH OIICHEHBI OTHOCHTEIIbHbIC HHTEHCHBHOCTH
CUTHAJIOB OCHOBHBIX XapaKTEPHBIX HOH-TIPOAYKTOB. KitoueBbie A MACHTU(UKAIMU HU30MEPOB

WOHBI U 3HAYEHHSI OTHOCUTEIHLHBIX HHTEHCUBHOCTEH UX CUTHAJIOB IIPUBEACHBI B Tabnuie 3.18.

Tabmuna 3.18 — OTHOCUTENbHBIE WHTEHCHUBHOCTUM CUTHAJIOB XapaKTEpHBIX MOHOB B

cnektpax JUC mnosunuonusix wuzomepoB NBOH npu  3mavenuu CE 10 3B (%),

CKOPPEKTHPOBAaHHBIE HA HHTEHCUBHOCTH cHrHaa 6a3zosoro mrka (100%)

Coexments Houn-npoaykrsl (M/z) 1 0THOCUTEIbHbIE HHTEHCUBHOCTH HX cUTHAJI0B (%)
182.1176 | 165.0910 | 107.0497 | 271.1329 | 153.0910 | 136.0757 | 194.1176
23-NBOH (31) 46 28 13 1 - - -
24-NBOH (32) 15 83 8 <1 - - -
26-NBOH (33) 14 51 6 - - - -
34-NBOH (34) 57 76 31 8 - - -
35-NBOH (35) 97 28 28 1 4 3 2

IIpumeuanue.

OTHOCHUTENIbHbIE HHTEHCUBHOCTH CHI'HAJIOB HWOHOB,

KOTOphIE HamOojiee BaKHBI

JIIsL

muddepeHIHaIIi COSTUHEHNH, BBIIEIEHBI )KUPHBIM HIPUPTOM.

W3 nannbix Tabmauubl 3.18 BHIHO, YTO KIIIOUEBBIMU JUIS WAEHTHU(HKALMA H30MEPOB
SIBIIAIOTCS MOHBI ¢ M/z 182.1176, m/z 165.0910 u m/z 107.0497, cooTHOLIEHNE UHTEHCUBHOCTEN
CUTHAJIOB KOTOPBIX MO3BOJISIET TU((HepeHIIMPOBATh BCE MO3UITMOHHBIE n3oMephl ceprrt NBOH.

Hannyne MakcuManbHOrO NO HMHTEHCHBHOCTH cpenu u3omepoB (97%) curhama noHa
C10H16NO2" (m/z 182.1176), curnanos noros C1oH1302" (m/z 165.0910) u C7H702" (m/z 107.0497),
OJTMHAKOBBIX 1O 3HAYCHHSIM OTHOCHTEIHHON MHTEHCHBHOCTH (28%), a TaK)Ke CHTHAJIOB KaTHOHOB
CoH130," (m/z 153.0910), CgH1oNO™ (m/z 136.0757) u C11H16NO2" (m/z 194.1176), xapakTepHBIX
TOJBKO Uil CHEKTpa 3,5-AMMETOKCHHM30MEpa, MO3BONIAIOT Jerko oTauuuth 35H-NBOH (35) ot

ocTaybHBIX H30MepoB cepur NBOH.
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OrHocuTeNnpHasT MHTEHCUBHOCTL CUTHaAI0B mMoHa 182.1176 mocraTo4yHo BbICOKa miId 3,4- U
2,3- nuzoMepHbIx coequHeHuit cepun NBOH u cocraBnser 57% u 46% cooTBeTcTBeHHO. Pa3munth
9TH HU30MEpbl BO3MOXKHO TaKK€ Ha OCHOBAHUM CPAaBHEHHUS OTHOCHUTEIbHOW WHTEHCHUBHOCTU
curnanoB uoHoB CioH1302" (m/z 165.0910) u C7H;0." (m/z 107.0497), 3HayeHHs KOTOPHIX
3HAUUTENBHO BhIMIE s 3,4- Tuma 3amenieHus. M HakoOHEIl, JONMOJHUTEIBHBIM KPHUTEPHUEM
unentudpukammu  34H-NBOH  (34) MokeT CayXuTh BBICOKOE 3HAYCHHE OTHOCHUTEIBHOM
WHTEHCUBHOCTH CHTHAjIa HoHa ¢ M/z 271.1329 B criekTpe 3TOro nuzomepa.

Benu4nHbI OTHOCUTENIFHON MHTEHCUBHOCTU CUTHAOB woHa 182.1176 mns uzomepoB 24H-
NBOH (32) u 26H-NBOH (33) npakrtuuecku oauHakoBsl (15% u 14% COOTBETCTBEHHO), YTO HE
MO3BOJISICT OTJIMYUTH ATH MO3UIIMOHHBIE H30Mepbl. Juddepenumanuu 2,4- u 2,6- TUTIOB 3aMEIICHUS
BO3MO>KHA Ha OCHOBAaHUU CPABHUTEJIBHON OLIEHKH OTHOCUTEIbHON MHTEHCUBHOCTH CUTHAJIOB HOHOB
C10H1302" (m/z 165.0910) u C7H702" (m/z 107.0497), 3nauenus kotopsix Beie it 24H-NBOH
(32).

Takum  oOpazom, Tmpu  M[POBEIEHWHM  aHAIM3a C  MCTOYHHUKOM  HOHHU3ALHU
aeKTpopacibuieHueM nuddepeHuanis no3uuoHHbX n3omepoB cepuu NBOH (coenunenus 31-

35) Bo3MoOKHa ¢ nomoltkko criekTpoB JJMC 6e3 Heo0X0MMOCTH MOTyYeHUs 1€PUBATOB.

3.6. Ouenka pe3yabTaToB H3MepeHuii Macc-cniekTpoB U u cnektpoB JUC onpexnesnsieMbIX
coeIMHEeH U

s moctoBepHO AuddepeHIHa U30MEPHBIX COSTMHEHUN C TTOMOIIBIO CHEKTPATBLHBIX
JAHHBIX, HAMH ObUTM pacCUMTaHbl CPEAHHME 3HAUYCHUS OTHOCHUTEIHHBIX MHTCHCHBHOCTEH CHUTHAJIOB
XapaKTEPUCTUUYECKUX HOHOB TO3UMLHMOHHBIX M30MEPOB BCEX IIECTH CEpUil, a TaKkKe HX
JIOBEpUTENIbHbIE MHTEPBAJIbl, BHIYMCIECHHBIE C JIOBEPUTEIBHONW BEPOSITHOCTBIO 95%, 4TO OOBIUHO
NPUHATO B HAY4HOM uTeparype [83].

[TonydeHHble pe3yabTaThl U3MEPEHUN Macc-CreKTpoB D ObuiM rapaHTHPOBAHBI BBICOKOM
MOBTOPSIEMOCTHIO MacC-CIIEKTPAIBbHBIX JIaHHBIX (10 6 M3MepeHul Ha Tpex MprOopax) M MPUBEICHBI
B Tabmunax 1-6 Ilpumoxenus 1. [lomyueHHsle pe3ynbraTsl m3mepenuid criektpoB JIUC mist Bcex
HKCIIEPUMEHTOB TaK)X€ ObUIM T'apaHTHPOBAHBI BBICOKOI MOBTOPSEMOCTHIO CIIEKTPAIBbHBIX JAAHHBIX
(koMMYeCTBO TPOBECHHBIX JKCIIEPUMEHTOB He MeHee 15) u mpuBenensl B Tabmmiax 7-11
[Ipunoxenus 1. OTHOCUTENbHBIE CTAHJAPTHBIE OTKIIOHEHHUS, OIPEACNICHHbIE M0 W3MEHEHUSIM
WHTEHCUBHOCTE CHUTHAJIOB MOHOB, i Macc-ciekTpoB MO u cnektpoB [JUC Bo Bcex ciydasx

cocTaBisiia He 0onee 4,2% u 4,5% cooTBETCTBEHHO.
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3AK/IIOYEHHUE
1. CuHTE3UpOBaHBI 29 JIETATbHBIX N-(2-3amMerieHHBIX )OCH3UIT-2-
(mumerokcudenmn)rtanamunos cepuiit NBOMe, NBOMe (F), NBF, NBCI, NBBr u NBOH, 39 ux
JepuBaToOB U 34 MPOMEKYTOUHBIX COCAMHEHUI, YCTaHOBIIEHA M JIOKa3aHa XUMHUYECKasi CTPYKTypa
106 coemunenuii meromamu I'X/MC, BRXX/MCBP, H, BC u F IMP cnexrpockonun,
3JIEMEHTHOTO aHAJIN3A.
2. OcymecTBieHo  XpoMartorpauyeckoe  pas3/ielleHue  MO3MLIMOHHBIX  HM30MEPOB IO
OCH30JIbHOMY KOJIbIlY (EeHUIITUILHOTO (dparmenTa N-(2-3amMerieHHbIX )OeH3UIT-2-
(mumerokcudenun)stanamuaoB cepuii NBOMe, NBOMe (F), NBF, NBCl, NBBr u NBOH
METOJaMH Ta30BOH M BBICOKOA(D(PEKTUBHONU KHUAKOCTHOW Xpomartorpaduu. uddepenunanms
metoaoM ['X (I'X/MC) Bo3MOXHa ¢ UCIIOIB30BaHUEM XpomaTorpaduueckor KosoHku tuna HP-5 B
ycioBusxX uzotepmuyeckoro pexxuma (210 °C). Paccuntanbl HHAEKCH yAEPKUBAHUS, YTO SIBISIETCA
JOTIOTHUTENBHON TouKoW maeHTu(ukamun meronom ['X (I'X/MC). Jduddepennumanus MeToa0M
BOXX ocymecTBisercss 1mo mnapaMmerpaM Xpomarorpaduyeckoro yIaepXKHUBaHHUS B YCIOBHUAX
U30KpaTH4ecKoro pexxuma npu 15% (00.) conep’kaHMM alETOHUTPWIA HAa Xpomarorpaduyeckoi
koJsioHke Bonus RP.
3. Ha ocnoBe MC u MC/MC-CIeKTpOB BBICOKOTO pa3pemieHus] W3yueHbl 3aKOHOMEPHOCTH
Macc-crekTpoMerpuyeckoro pacmaaa N-(2-3ameneHHbIX )0eH3UI-2-( TMMEeTOKCH(DEHMIT )3 TAHAMUHOB
IIECTH CEpHUH B pe3yJbTaTe JMEKTPOHOM MOHM3ALMU U B YCIOBUAX JUCCOLMAIMU, UHIYLHUPYEMON
coylapeHueM. YCTaHOBIIEHO, 4TO noj AekcTBueM MO ¢parmeHTanus nporekaeT 1o OAHUM U TeM
K€ HaNpaBJICHUSIM JUIsS MO3UIIMOHHBIX M30MepoB Beex miectu cepuii NBOMe, NBOMe (F), NBF,
NBCIL, NBBr u NBOH. OcnoBuble nytu ¢parmentanuu B crnektpax [IWMC npoTroHnpoBaHHBIX
MOJIEKYJ MO3MIIMOHHBIX M30MEPOB WLIECTH CEpUH HEOJMHAKOBBI U HMMEIOT Psii OCOOCHHOCTEH,
CBSI3aHHBIX C NPUPOAOH 3aMECTUTENs, HaXOsLerocs B opmo-nojoxkeHun N-OeH3UIBHOro
dbparmMeHTa MOJIEKYIIbI.
4. N3ydensl 0coOEHHOCTH MpoTeKaHus neperpynnuposku Mak-Jladdeptu B ucrounuke 13 Ha
npuMepe  HekoTopbix  N-((2-3aMenieHHbIX )OeH3MT)(PCHUIITAHAMUHOB € [OMOIIBI  Macc-
CHEKTPOMETPUU HHU3KOTO M BBICOKOTO pa3pelieHHi. Y CcTaHOBIEHA BO3MOKHOCTh NMPOTEKAHUS 3TOU
HeperpynmupoBKU B cirydae TIO3UIIMOHHBIX HN30MEpOB N-((2-
3aMEIIeHHBIX )0CH3MIT ) PeHUITITAHAMIHOB c 3aHATBIMU oboumu OpmO-TIOJIOKEHUSIMU
(GEeHUIPTUIBHOTO (hparMeHTa MOJIEKYJIbI, YTO TO3BOJIIET MEPECMOTPETh MPEAbIIYIINEe 3HAHUS O
neperpynnupoBke Mak-Jlapdeptu.
S. Huddepenunanus MTO3UIIMOHHBIX N30MEpPOB N-(2-3amereHHbIX )OeH3MII-2-
(InMeToKCU(EHMIT)ITAHAMUHOB Ha OCHOBE Macc-criekTpoB MO Bo3moxHa nns cepuit NBOMe,

NBOMe (F), NBF, NBCI TonpKko B ciy4ae perucTpaluyl Kak CIEKTpa CaMOro COSIWHEHUs, TaK U
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cnekTpa ero N-ammnbHOrO nepuBara, s cepu NBBr - 6e3 HeoOXOQUMOCTH MOJTY4EHUs
nepuBatoB. Juddepennuanus TepmonadbmibHbeix n3omepoB NBOH ocymectBuma TOIBKO TpH
peructpanun Macc-ciektpoB M9 nux TOA nepusartos. Juddepenmanys nNo3UIMOHHBIX H30MEPOB
Ha ocHoBanuu JIMC cnektpoB ¢ wucnonb3oBanueM ucrounuka WOP, ocymectBuma 6e3
HEO0OXOAMMOCTH TOJTYyYEHHUS IEPUBATOB B JUAINa30HE SHEPTUid cTonkHoBeHui 10-25 3B.

6. OmnpeneneHbl  aHATUTUYECKUE  XAPAKTEPUCTUKKM 72  COCNMHEHUW B BHUIE
XpoMaTorpauuecKkux MapaMeTpoB YIEp>KUBaHUS U CHEKTPAJIbHBIX JAHHBIX; JAaHHbIE WHAECKCOB
YICP)KUBAHUS M MacC-CIeKTpoB MO coeawHEHMII W WX JEPUBATOB BHECEHBI B JIIGKTPOHHYIO
Oubnmmoreky Macc-CekTpoB dnekTpoHHor uwoHmzanmu  «EKBDRUGS», uro mo3Bomut
UACHTU(HUIMPOBATh  3alpEIleHHBIE  MO3UIMOHHBIE  H30Mepbl  N-(2-3aMelieHHbIX )OeH3MI-2-
(mumerokcudenmn)stanamutos cepuii NBOMe, NBOMe (F), NBF, NBCIl, NBBr u NBOH mpu
MIPOBEICHUHN HCCJIEAOBAaHUN B J1A00OPATOPHUSX, 3aHUMAIOLIUXCS OMpPENEICHUEM HApPKOTHYECKUX
CPEJICTB.

7. Pa3paGoran enuHBIA TOIXOM W TPEIIOKEH anroput™m auddepeHiuanum
MO3UIHMOHHBIX  M30MepoB  N-(2-3aMerneHHbIX )0eH3MII-2-(IUMETOKCH(DEHIIT)ITAHAMHHOB ~ CEPHIA
NBOMe, NBOMe (F), NBF, NBCl, NBBr u NBOH ¢ ucnonp3oBaHueM METOJOB ra30BOH H
BBICOKOA()(DeKTHBHON JKUJIKOCTHOM Xpomarorpaduu, a TaKKe MacC-CIIEKTPOMETPUU HU3KOTO U
BBICOKOTO Pa3pelICHHI, YTO TIO3BOJUT H30€kKaTh OMMOOK WICHTU(UKAIIMH OMPEIeIIIeMbIX
COEIMHEHUH MpU NPOBEACHUU Ja00PaTOPHOTO aHATU3A.

IlepcnekTUBBI JaJbHelIEH pa3padoTKN TeMbI HCCJIeI0OBAHMI
1. Ha ocHOBe mpeioKeHHBIX TOJIXO0J0B M METOJIOB, a TaKke WH(POPMAIMOHHOTO MAacCHBa
AHAITMTUYECKUX JTAHHBIX IIJIAaHUPYETCS HA3y4YeHUe N-(2-3amereHHbIX )OeH3MII-2-
(TpuMeToKCH(DEHMIT)ITAHAMUHOB AHATOTHYHBIX CEPUM C IENBI0 TOCTOBEPHOUW HICHTU(DHUKAINH
3aMpenieHHbIX TO3UIMOHHBIX H30MEPOB B IJIa0OpaTOpHsIX, 3aHUMAIONIMXCS OMpeaeTeHHEeM
HApPKOTHYECKUX CPEJICTB.

2. COBMECTHO CO CHCIHAIMCTaMHU IO OuoaHanmu3y In Vitro u ¢dapmakojoramMu Hadato M
IUIAHUPYETCS  JalbHEWIee H3yuyeHHe CBOWCTB JICTAJbHBIX IMO3UIIMOHHBIX H30MepoB N-(2-
3aMelleHHBIX )OeH3WI-2-(AIMMETOKCHU(EHNT)ITAaHAMIUHOB € 1IEJIbI0 UX BO3MOXHOTO MPUMEHEHUS B
Ka4eCTBe IperapaToB OT HEUPOJAETEHEPATUBHBIX PACCTPOUCTB.

3. [Ipeanonaraercss pa3paboTaTh METOIWYECKHA TOIXOM Il OOHAPYKEHHS MeTa0OJIUTOB
usyuaembix N-((2-3amenieHHbBIX )0eH3M)(PEHUIPTAHAMUHOB B OHOMaTepualie C HCIOJIb30BaHHEM

MCTOO0B XpOMaTOl"pa(bI/II/I " MacCC-CIICKTPOMECTpPUH.



139

CIIUCOK UCHTOJIB3YEMBIX BUBJINOT'PAOUYECKUX HCTOYHUKOB
1. Habrdova, V. Screening for and validated quantification of phenethylamine-type designer
drugs and mescaline in human blood plasma by gas chromatography/mass spectrometry / V.
Habrdova, F.T. Peters, D.S. Theobald, H.H. Maurer // Journal of Mass Spectrometry. — 2005. — V.
40. — P. 785.
2. Shulgin, A. PIHKAL: A Chemical Love Story / A. Shulgin, A. Shulgin. - Transform Press,
Berkeley, California, 1991. — 927 p.
3. Ewald, A.H. Designer drugs 2,5-dimethoxy-4-bromoamphetamine (DOB) and 2,5-
dimethoxy-4-bromomethamphetamine (MDOB): Studies on their metabolism and toxicological
detection in rat urine using gas chromatographic/mass spectrometric techniques / A.H. Ewald, G.
Fritschi, W.R. Bork, H.H. Maurer // Journal of Mass Spectrometry. — 2006. — V. 41. — P. 487.

4. Katagi, M. Update on clandestine amphetamines and their analogues recently seen in Japan /
M. Katagi, H. Tsuchihashi // Journal of Health Sciences. — 2002. — V. 48. — P. 14.
5. Maher, HM. GC-MS and GC-IRD studies on dimethoxyamphetamines (DMA):

Regioisomers related to 2,5-DMA / H.M. Maher, T. Awad, J. DeRuiter, C.R. Clark // Forensic
Science International. — 2009. — V. 192. — P. 115.

6. Zaitsu, K. Discrimination and identification of the six aromatic positional isomers of
trimethoxyamphetamine (TMA) by gas chromatography—mass spectrometry (GC-MS) / K. Zaitsu,
M. Katagi, H. Kamata, T. Kamata, N. Shima, A. Miki, T. lwamura, H. Tsuchihashi // Journal of
Mass Spectrometry. — 2008. — V. 43. — P. 528.

7. Theobald, D.S. Studies on the toxicological detection of the designer drug 4-bromo-2,5-
dimethoxy-p-phenethylamine (2C-B) in rat urine using gas chromatography—mass spectrometry /
D.S. Theobald, G. Fritschi, H.H. Maurer // Journal of Chromatography B. — 2007. — V. 846. — P.
374.

8. Theobald, D.S. New designer drug 4-iodo-2,5-dimethoxy-p-phenethylamine (2C-I): Studies
on its metabolism and toxicological detection in rat urine using gas chromatographic/mass
spectrometric and capillary electrophoretic/mass spectrometric techniques / D.S. Theobald, M. Piitz,
E. Schneider, H.H. Maurer // Journal of Mass Spectrometry. — 2006. — V. 41. — P. 872.

9. Theobald, D.S. New designer drug 2,5-dimethoxy-4-ethylthio-p-phenethylamine (2C-T-2):
studies on its metabolism and toxicological detection in rat urine using gas chromatography/mass
spectrometry / D.S. Theobald, R.F. Staack, M. Puetz, H.H. Maurer // Journal of Mass Spectrometry.
—2005. - V. 40. - P. 1157.

10.  Zuba, D. Identification and characterization of 2,5-dimethoxy-4-nitro-p-phenethylamine
(2C-N) — a new member of 2C series of designer drug / D. Zuba, K. Sekuta, A. Buczek // Forensic
Science International. — 2012. — V. 222. — P. 298.


https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Maurer%2C+Hans+H
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Kamata%2C+Tooru
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Shima%2C+Noriaki
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Miki%2C+Akihiro
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Iwamura%2C+Tatsunori
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Tsuchihashi%2C+Hitoshi

140

11.  Theobald, D.S. Studies on the metabolism and toxicological detection of the designer drug
2,5-dimethoxy-4-methyl-B-phenethylamine (2C-D) in rat urine using gas chromatographic/mass
spectrometric techniques / D.S. Theobald, H.H. Maurer // Journal of Mass Spectrometry. — 2006. —
V. 41.—P. 1509.

12.  Wink, C.S.D. Biotransformation and detectability of the designer drug 2,5-dimethoxy-4-
propylphenethylamine (2C-P) studied in urine by GCMS, LC-MSn, and LC-high-resolution-MSn /
C.S.D. Wink, M.R. Meyer, T. Braun, A. Turcant, H.H. Maurer // Analytical and Bioanalytical
Chemistry. — 2015. — V. 407. — P. 831.

13.  Takahashi, M. Analysis of phenethylamines and tryptamines in designer drugs using gas
chromatography—mass spectrometry / M. Takahashi, M. Nagashima, J. Suzuki, T. Seto, I.
Yasuda, T. Yoshida // Journal of Health Sciences. — 2008. — V. 54 (1). — P. 89.

14, Zuba, D. Identification and characterization of 2,5-dimethoxy-3,4-dimethyl-p-
phenethylamine (2C-G) — a new designer drug / D. Zuba, K. Sekuta // Drug Testing and Analysis. —
2013. - V. 5. - P. 549,

15.  Glennon, R.A. Ill. Serotonin Receptor Affinities of Psychoactive Phenalkylamine
Analogues / R.A. Glennon, S.M. Liebowitz, G.M. Anderson // Journal of Medicinal Chemistry. —
1980. — V. 23 (3). — P. 294-299.

16.  Glennon, R.A. Binding of Phenylalkylamine Derivatives at 5-HT1C and 5-HT2 Serotonin
Receptors: Evidence for a Lack of Selectivity / R.A. Glennon, R. Raghupathi, P. Bartyzel, M.
Teitler, S. Leonhardt // Journal of Medical Chemistry. —1992. — V. 35. — P. 734-740.

17.  Seggel, M. A Structure-Affinity Study of the Binding of 4-Substituted Analogues of 1-(2,5-
Dimethoxyphenyl)-2-aminopropane at 5-HT2 Serotonin Receptors / M. Seggel, M.Y. Yousif, R.A.
Lyon, M. Titeler, B.L. Roth, E.A. Suba, R.A. Glennon // Journal of Medical Chemistry. — 1990. — V.
33. - P. 1032-1036.

18.  Blaazer, A.R. Structure-activity relationships of phenylalkylamines as agonist ligands for 5-
HT(2A) receptors / A.R. Blaazer, P. Smid, C.G. Kruse // ChemMedChem. — 2008. — V. 3 (9). — P.
1299-1309.

19.  Braden, M.R. Molecular interaction of serotonin 5-HT2A receptor residues Phe339(6.51)
and Phe340(6.52) with superpotent N-benzyl phenethylamine agonists / M.R. Braden, J.C. Parrish,
J.C. Naylor, D.E. Nichols // Molecular Pharmacology. — 2006. — V. 70 (6). — P. 1956-1964.

20. Rickli, A. Receptor interaction profiles of novel N-2-methoxybenzyl (NBOMe) derivatives
of 2,5-dimethoxy-substituted phenethylamines (2C drugs) / A. Rickli, D. Luethi, J. Reinisch, D.
Buchy, M.C. Hoener, M.E. Liechtia // Neuropharmacology. — 2015. — V. 99. — P. 546-553.


https://www.jstage.jst.go.jp/search/global/_search/-char/ja?item=8&word=Takako+Seto
https://www.jstage.jst.go.jp/search/global/_search/-char/ja?item=8&word=Ichirou+Yasuda
https://www.jstage.jst.go.jp/search/global/_search/-char/ja?item=8&word=Ichirou+Yasuda
https://www.jstage.jst.go.jp/search/global/_search/-char/ja?item=8&word=Takemi+Yoshida
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Piotr++Bartyzel
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Milt++Teitler
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Milt++Teitler
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Sigrun++Leonhardt
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Milt++Titeler
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Bryan+L.++Roth
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Eva+A.++Suba
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Richard+A.++Glennon
https://www.sciencedirect.com/science/article/pii/S0028390815300794?casa_token=EHbKYJj1HEAAAAAA:HIo0OVYMInk0qgzKoAmjoNUMIqF0szaoKSdnS3Ch6fasEhT8S5m4sulz7oBVEE0RoRkJqX75Yg#!
https://www.sciencedirect.com/science/article/pii/S0028390815300794?casa_token=EHbKYJj1HEAAAAAA:HIo0OVYMInk0qgzKoAmjoNUMIqF0szaoKSdnS3Ch6fasEhT8S5m4sulz7oBVEE0RoRkJqX75Yg#!
https://www.sciencedirect.com/science/article/pii/S0028390815300794?casa_token=EHbKYJj1HEAAAAAA:HIo0OVYMInk0qgzKoAmjoNUMIqF0szaoKSdnS3Ch6fasEhT8S5m4sulz7oBVEE0RoRkJqX75Yg#!
https://www.sciencedirect.com/science/article/pii/S0028390815300794?casa_token=EHbKYJj1HEAAAAAA:HIo0OVYMInk0qgzKoAmjoNUMIqF0szaoKSdnS3Ch6fasEhT8S5m4sulz7oBVEE0RoRkJqX75Yg#!

141

21.  Heim, R. Synthese und Pharmakologie potenter 5-HT.a Rezeptoragonisten mit N-2-
Methoxybenzyl-Partialstruktur. Entwicklung eines neuen Struktur-Wirkungskonzepts. Ph.D.
Dissertation. Freie Universitit Berlin, Berlin, Germany; 2003. — 337 p.

22. Elmore, J.S. Comparative  neuropharmacology  of  N-(2-methoxybenzyl)-2,5-
dimethoxyphenethylamine (NBOMe) hallucinogens and their 2C counterparts in male rats / J.S.
Elmore, A.M. Decker, A. Sulima, K.C. Rice, J.S. Partilla, B.E. Blough, M.H. Baumann //
Neuropharmacology. — 2018. — V.142. — P. 240-250.

23.  Poklis, J.L. Postmortem detection of 25I-NBOMe [2-(4-i0do-2,5-dimethoxyphenyl)-N-[(2-
methoxyphenyl)methyl]ethanamine] in fluids and tissues determined by high performance liquid
chromatography with tandem mass spectrometry from a traumatic death / J.L. Poklis, K.G. Devers,
E.F. Arbefeville, J.M. Pearson, E. Houston, A. Poklis // Forensic Science International. — 2014. — V.
234. - P. 14-20.

24.  Boumrah, Y. In vitro characterization of potential CYP- and UGTderived metabolites of the
psychoactive drug 25B-NBOMe using LC high resolution MS / Y. Boumrah, L. Humbert, M.
Phanithavong, K. Khimeche, A. Dahmani, D. Allorge // Drug Testing and Analysis. — 2016. — V. 8
(2). — P. 248-256.

25.  Uchiyama, N. Two new synthetic cannabinoids, AM-2201 benzimidazole analog
(FUBIMINA) and (4-methylpiperazin-1-yl)(1-pentyl-1H-indol-3-yl)methanone (MEPIRAPIM),
and three phenethylamine derivatives, 25H-NBOMe 3,4,5-trimethoxybenzyl analog, 25BNBOMe,
and 2C-N-NBOMe, identified in illegal products / N. Uchiyama, Y. Shimokawa, S. Matsuda, M.
Kawamura, R. Kikura-Hanajiri, Y. Goda // Forensic Toxicology. — 2013. — V. 32 (1). — P. 105-115.
26.  Wood, D.M. Prevalence of use and acute toxicity associated with the use of NBOMe drugs /
D.M. Wood, R. Sedefov, A. Cunningham, P.l. Dargan // Clinical Toxicology (Philadelphia, PA). —
2015. - V.53 (2). — P. 85-92.

27.  dos Santos Moreira, A.M. NBOMe compounds: an overview about analytical methodologies
aiming their determination in biological matrices / A.M. dos Santos Moreira, H.L. de Oliveira, J.F.
Allochio Filho, D.H. Angulo Florez, M.M.Cordeiro Borges, V. Lacerda Jr., Wanderson Romio, K.
Bastos Borges // Trends in Analytical Chemistry. — 2019. — V. 114. — P. 260-277.

28.  Zuba, D. 25C-NBOMe - new potent hallucinogenic substance identified on the drug market /
D. Zuba, K. Sekula, A. Buczek // Forensic Science International. — 2013. — V. 227 (1-3). — P. 7-14.
29.  Glennon, R.A. Influence of amine substituents on 5-HT2A versus 5-HT2C binding of
phenylalkyl- and indolylalkylamines / R.A. Glennon, M. Dukat, M. El-Bermawy, H. Law, J. De
Los Angeles, M. Teitler, A. King, K. Herrick-Davis // Journal of Medical Chemistry. — 1994, — V.
37 (13). — P. 1929-1925.


https://www.sciencedirect.com/author/35406695900/kenner-c-rice
https://www.sciencedirect.com/science/article/pii/S0028390818300996?casa_token=b27IkYWKZEwAAAAA:RPWZ0m5SvJqseH7YT4kf1a4Li6-Tr2AjQWz0F7tR3qJbBIFnALQL5eWdpoCQofCCjiQ84zgr5w#!
https://www.sciencedirect.com/science/article/pii/S0028390818300996?casa_token=b27IkYWKZEwAAAAA:RPWZ0m5SvJqseH7YT4kf1a4Li6-Tr2AjQWz0F7tR3qJbBIFnALQL5eWdpoCQofCCjiQ84zgr5w#!
https://www.sciencedirect.com/science/article/pii/S0028390818300996?casa_token=b27IkYWKZEwAAAAA:RPWZ0m5SvJqseH7YT4kf1a4Li6-Tr2AjQWz0F7tR3qJbBIFnALQL5eWdpoCQofCCjiQ84zgr5w#!
https://www.sciencedirect.com/science/article/pii/S037907381300460X?casa_token=70vpm3aM5v4AAAAA:0LYFXEdzjgiX3A3pm9t_CaSPw87tzvmmTLPtqlHvuqlGBH9ajiJ8Nlvjwqbd7NhW76cI5jKghw#!
https://www.sciencedirect.com/science/article/pii/S037907381300460X?casa_token=70vpm3aM5v4AAAAA:0LYFXEdzjgiX3A3pm9t_CaSPw87tzvmmTLPtqlHvuqlGBH9ajiJ8Nlvjwqbd7NhW76cI5jKghw#!
https://www.sciencedirect.com/science/article/pii/S037907381300460X?casa_token=70vpm3aM5v4AAAAA:0LYFXEdzjgiX3A3pm9t_CaSPw87tzvmmTLPtqlHvuqlGBH9ajiJ8Nlvjwqbd7NhW76cI5jKghw#!
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Khimeche%2C+Kamel
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Dahmani%2C+Abdallah
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Allorge%2C+Delphine
https://link.springer.com/article/10.1007/s11419-013-0217-2#auth-Maiko-Kawamura
https://link.springer.com/article/10.1007/s11419-013-0217-2#auth-Maiko-Kawamura
https://link.springer.com/article/10.1007/s11419-013-0217-2#auth-Ruri-Kikura_Hanajiri
https://link.springer.com/article/10.1007/s11419-013-0217-2#auth-Yukihiro-Goda
https://www.sciencedirect.com/science/article/pii/S0165993618305740?casa_token=ypXp26Ng9kwAAAAA:l6XAAzFet_ZaXsUUBmQjBINLCYqT0eoaT4Pez7du8F8sMlZP8M4OKVRfuu0rU2cBuR0ep7hXtw#!
https://www.sciencedirect.com/science/article/pii/S0165993618305740?casa_token=ypXp26Ng9kwAAAAA:l6XAAzFet_ZaXsUUBmQjBINLCYqT0eoaT4Pez7du8F8sMlZP8M4OKVRfuu0rU2cBuR0ep7hXtw#!
https://www.sciencedirect.com/science/article/pii/S0165993618305740?casa_token=ypXp26Ng9kwAAAAA:l6XAAzFet_ZaXsUUBmQjBINLCYqT0eoaT4Pez7du8F8sMlZP8M4OKVRfuu0rU2cBuR0ep7hXtw#!
https://www.sciencedirect.com/science/article/pii/S0165993618305740?casa_token=ypXp26Ng9kwAAAAA:l6XAAzFet_ZaXsUUBmQjBINLCYqT0eoaT4Pez7du8F8sMlZP8M4OKVRfuu0rU2cBuR0ep7hXtw#!
https://www.sciencedirect.com/science/article/pii/S0165993618305740?casa_token=ypXp26Ng9kwAAAAA:l6XAAzFet_ZaXsUUBmQjBINLCYqT0eoaT4Pez7du8F8sMlZP8M4OKVRfuu0rU2cBuR0ep7hXtw#!
https://www.sciencedirect.com/science/article/pii/S0165993618305740?casa_token=ypXp26Ng9kwAAAAA:l6XAAzFet_ZaXsUUBmQjBINLCYqT0eoaT4Pez7du8F8sMlZP8M4OKVRfuu0rU2cBuR0ep7hXtw#!
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Ho++Law
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Joseph++De+Los+Angeles
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Joseph++De+Los+Angeles
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Milt++Teitler
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Allison++King
https://pubs.acs.org/action/doSearch?field1=Contrib&text1=Katharine++Herrick-Davis

142

30.  Papoutsis, I. 25B-NBOMe and its precursor 2C-B: modern trends and hidden dangers / 1.
Papoutsis, P. Nikolaou, M. Stefanidou, C. Spiliopoulou, S. Athanaselis // Forensic Toxicology. —
2015.-V.33.-P. 1.

31.  Poklis, J.L. Analysis of 25INBOMe, 25B-NBOMe, 25C-NBOMe and other
dimethoxyphenyl-N-[(2-methoxyphenyl) methyl]ethanamine derivatives on blotter paper / J.L.
Poklis, S.A. Raso, K.N. Alford, A. Poklis, M.R. Peace // Journal of Analytical Toxicology. — 2015.
-V.39.-P.617.

32.  Caspar, A.T. Studies on the metabolism and toxicological detection of the new psychoactive
designer drug 2-(4-iodo-2,5-dimethoxyphenyl)-N-[(2-methoxyphenyl)methyl]ethanamine (25I-
NBOMe) in human and rat urine using GC-MS, LC-MSn, and LC-HRMS/MS / A.T. Caspar, A.G.
Helfer, J. A. Michely, V. Auwirter, S. D. Brandt, M.R. Meyer, H.H. Maurer // Analytical and
Bioanalytical Chemistry. — 2015. — V. 407. — P. 6697.

33. Madsen, G. NBOMe hallucinogenic drug exposures reported to the Danish Poison
Information Centre / G. Madsen, T.S. Petersen, K.P. Dalhoff // Danish Medicfal Journal — 2017. —
V. 64 (6). — P. 2-4.

34. Poklis, J.L. Determination of 4-bromo-2,5-dimethoxy-N-[(2-methoxyphenyl) methyl]-
benzeneethanamine (25B-NBOMe) in serum and urine by high performance liquid chromatography
with tandem mass spectrometry in a case of severe intoxication / J.L. Poklis, C.R. Nanco, M.M.
Troendle, C.E. Wolf, A. Poklis // Drug Testing and Analysis. — 2014. — V. 6. — P. 764.

35. Andreasen, M.F. A fatal poisoning involving 25C-NBOMe / M.F. Andreasen, R. Telving, I.
Rosendal, M.B. Eg, J.B. Hasselstram, L.V. Andersen // Forensic Science International. — 2015. — V.
251. - P. 1.

36.  IlocranoBnenue  IIpaBurensctBa PD or 30 wmroma 1998 1. N 681
«O06 YTBCPKKACHUU TIEPEUYHA HAPKOTUYICCKUX CPEACTB, IICUXOTPOIIHBIX BCIICCTB U UX IIPEKYPCOPOB,
nojIeXKanmx KoHTpodo B Poccuiickoit depepanun» ¢ U3MEHEHHSIMU U JIOMOJHEHHUSIMU: O(DUII.
TekcT. — M.: T'apanT, 2022. — 35 c.

37.  Casale, J.F. Characterization of eleven 2,5-dimethoxy-N-(2-methoxybenzyl)phenethylamine
(NBOMe) derivatives and differentiation from their 3- and 4-methoxybenzyl analogues — part | /
J.F. Casale, P.A. Hays // Microgram Journal. — 2012. — V. 9 (2). — P. 84.

38. Hays, P.A. Characterization of eleven 2,5-dimethoxy-N-(2-methoxybenzyl)phenethylamine
— (NBOMe) derivatives and differentiation from their 3- and 4-methoxybenzyl analogues — part Il /
P.A. Hays, J.F. Casale // Microgram Journal. — 2014. — V. 11. - P. 13.

39.  Sekuta, K. Structural elucidation and identification of a new derivative of phenethylamine
using quadrupole time-of-flight mass spectrometry / K. Sekuta, D. Zuba // Rapid Communication in
Mass Spectrometry. — 2013. — V. 27. — P. 2081.


https://link.springer.com/article/10.1007/s11419-014-0242-9#auth-Chara-Spiliopoulou
https://link.springer.com/article/10.1007/s11419-014-0242-9#auth-Sotiris-Athanaselis
javascript:;
javascript:;
https://link.springer.com/article/10.1007/s00216-015-8828-6#auth-Volker-Auw_rter
https://link.springer.com/article/10.1007/s00216-015-8828-6#auth-Simon_D_-Brandt
https://link.springer.com/article/10.1007/s00216-015-8828-6#auth-Markus_R_-Meyer
https://link.springer.com/article/10.1007/s00216-015-8828-6#auth-Hans_H_-Maurer
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Wolf%2C+Carl+E
https://analyticalsciencejournals.onlinelibrary.wiley.com/action/doSearch?ContribAuthorRaw=Poklis%2C+Alphonse
https://www.sciencedirect.com/science/article/pii/S0379073815001164?casa_token=LXYAguP4Ol0AAAAA:k71hGpsPRrxp-oHJb8gNJMmpvi1Nx7vcX6nK5jwcXpiTMvOMaNu_kQG10-byHAonF1ntHOnMHw#!
https://www.sciencedirect.com/science/article/pii/S0379073815001164?casa_token=LXYAguP4Ol0AAAAA:k71hGpsPRrxp-oHJb8gNJMmpvi1Nx7vcX6nK5jwcXpiTMvOMaNu_kQG10-byHAonF1ntHOnMHw#!
https://www.sciencedirect.com/science/article/pii/S0379073815001164?casa_token=LXYAguP4Ol0AAAAA:k71hGpsPRrxp-oHJb8gNJMmpvi1Nx7vcX6nK5jwcXpiTMvOMaNu_kQG10-byHAonF1ntHOnMHw#!

143

40.  Jensen, A.A. The selective 5-HT.a receptor agonist 25CN-NBOH: Structure-activity
relationship, in vivo pharmacology, and in vitro and ex vivo binding characteristics of [?H]25CN-
NBOH / A.A. Jensen, A.L. Halberstadt, E. Marcher-Rorsted, A.U. Odland, M. Chatha, N. Speth, G.
Liebscher, M. Hansen, H. Briduner-Osborne, M. Palner, J.T. Andreasen, J.L. Kristensen //
Biochemical Pharmacology. — 2020. — V. 177. — P. 113979.

41.  Yu, J.S. MS-Based Molecular Networking of Designer Drugs as an Approach for the
Detection of Unknown Derivatives for Forensic and Doping Applications: A Case of NBOMe
Derivatives / J.S. Yu, H. Seo, G.B. Kim, J. Hong, H.H. Yoo // Analytical Chemistry. — 2019. — V.
91 (9). — P. 5483-5488.

42.  Kim, JH. In Vitro Metabolism of 25B-NBF, 2-(4-Bromo-2,5-Dimethoxyphenyl)-N-(2-
Fluorobenzyl)ethanamine, in Human Hepatocytes Using Liquid Chromatography(-)Mass
Spectrometry / J.H. Kim, S. Kim, J. Lee, S. In, Y.Y. Cho, H.C. Kang, J.Y. Lee, H.S. Lee //
Molecules. — 2019. — V. 24 (4).

43.  Jensen, A.A. Detailed Characterization of the In Vitro Pharmacological and
Pharmacokinetic Properties of N-(2-Hydroxybenzyl)-2,5-Dimethoxy-4-Cyanophenylethylamine
(25CN-NBOH), a Highly Selective and Brain-Penetrant 5-HT2A Receptor Agonist / A.A. Jensen,
J.D. McCorvy, S. Leth-Petersen, C. Bundgaard, G. Liebscher, T.P. Kenakin, H. Briauner-Osborne, J.
Kehler, J.L. Kristensen // Journal of Pharmacology and Experimental Therapeutics. — 2017. — V.
361 (3). — P. 441-453.

44.  Pottie, E. Identification of psychedelic new psychoactive substances (NPS) showing biased
agonism at the 5-HT2AR through simultaneous use of beta-arrestin 2 and miniGalphaq bioassays /
E. Pottie, P. Dedecker, C.P. Stove // Biochemical Pharmacology. — 2020. — V. 182. — P. 114251.

45.  Pottie, E. Serotonin 2A Receptor (5-HT2aR) Activation by 25H-NBOMe Positional Isomers:
In Vitro Functional Evaluation and Molecular Docking / E. Pottie, O.V. Kupriyanova, A.L. Brandt,
R.B. Laprairie, V.A. Shevyrin, C.P. Stove // ACS Pharmacology & Translational Science. — 2021. —
V. 4 (2). — P. 479-487.

46.  Pottie, E. Synthesis and Functional Characterization of 2-(2,5-Dimethoxyphenyl)-N-(2-
fluorobenzyl)ethanamine (25H-NBF) Positional Isomers / E. Pottie, O.V. Kupriyanova, V.A.
Shevyrin, C.P. Stove // ACS Chemical Neuroscience. — 2021. — V. 12(9). — P. — 1667-1673.

47.  Kikura-Hanajiri, R. Chapter 97 - New Designer Drugs in Japan. In book: Neuropathology of
Drug Addictions and Substance Misuse. / R. Kikura-Hanajiri. - Academic Press. 2016. — V.2. — P.
1055-1065.

48.  Ordinance amending the Ordinance (1992:1554) on the control of narcotic drugs. Swedish
Government 2015. Accessed February, 2021. https://ec.europa.eu/growth/tools-

databases/tris/en/index.cfm/search/?trisaction=search.detail&year=2015&num=686&mLang=EN



https://ec.europa.eu/growth/tools-databases/tris/en/index.cfm/search/?trisaction=search.detail&year=2015&num=686&mLang=EN
https://ec.europa.eu/growth/tools-databases/tris/en/index.cfm/search/?trisaction=search.detail&year=2015&num=686&mLang=EN

144

49.  Enumeration of narcotic drugs, psychotropic substances and their precursors that shall be
subject to control in the Russian Federation. Decision of the Government of the Russian Federation
1998-2020; http://pravo.gov.ru/proxy/ips/?docbody=&nd=102053928. Accessed November, 2021.

50.  Westphal, F. Analytical characterization of four new orthomethoxybenzylated amphetamine-

type designer drugs / F. Westphal, U. Girreser, D. Waldmiiller / Drug Testing and Analysis. —
2015. - V. 8 (9). — P. 910-919.

51.  Shevyrin, V. Mass spectrometric properties of N-(2-methoxybenzyl)-2-(2,4,6-
trimethoxyphenyl)ethanamine (2,4,6-TMPEA-NBOMe), a new representative of designer drugs of
NBOMe series and derivatives thereof / V. Shevyrin, O. Kupriyanova, A.T. Lebedev, V.
Melkozerov, O. Eltsov, Y. Shafran, Y. Morzherin, R. Sadykova // Journal of Mass Spectrometry. —
2016. — V. 51 (10). — P. 969-979.

52. Epemnn, C.K. Anamm3 napkotmueckux cpencts / C.K. Epemun, b.H. M3oros, H.B.
Becenosckas. — M.: Meicib, 1993. — 272 c.

53.  Pexomenayemble MeTOIbl OOHapyXeHHs U aHalu3a amderamMuHa, MeTam(peTaMHHA U HX
3aMEIICHHBIX 10 IMKIy aHaJoroB B KOH(HCKOBAaHHBIX Marepuanax. PyKOBOACTBO Jis
HAIMOHAJIBHBIX J1a00paTopHil 3KcrepTH3bl Hapkotuko. OOH: Hero-Mopk, 2007, 92 c. (URL:

https://www.unodc.org/documents/scientific/Recommended methods for the identification and a

nalysis of Amphetamine Methamphetamine in SM-R.pdf nata o6pamenus 25.04.2022).

54, PGKOMCHI[yeMbIC METOAbI I/II[eHTI/I(l)I/IKaI_II/II/I U aHailn3a CHHTCTUYCCKHUX KAaTHHOHOB B
HU3BATBIX MaTCpHUaJIax. PYKOBOI[CTBO JJIs1 HAIUOHAJIBbHBIX na6opaTopI/1171 OKCIICPTHU3bl HAPKOTHUKOB.
OOH: (URL: https://www.unodc.org/documents/scientific/STNAR49 Synthetic_Cathinones_R.pdf
nara oopamenus n25.04.2022). HBIO-ﬁOpK, 2016, 48c.

55. Copoxun, B.M. KpumuHanuctuueckoe HcciIefoBaHuME TepoMHa. MeTtogudeckue
pexomennaiuu. / B.M. Copokun, I'.B. JIro6enkuii, M.A. Maxkapos, M.A. /Ipo3nos, M.B. Uubucona,
B.I1. Menko3epos, 1.3. Uedpanos, E.A. Cumonos // Hoble nekapcTBennbie npernapatsl. — 2006. —
Nel. - C. 46-83.

56. Recommended Methods for the Identification and Analysis of Cocaine in Seized Materials.
UNITED NATIONS New York, 2012, 48 pp. (URL: https://www.unodc.org/
documents/scientific/\Cocaine_Manual_Rev_1.pdf nara o6pamenus 26.04.2022).

57.  Recommended Methods for Testing Opium, Morphine and Heroin. UNITED NATIONS
New York, 1998, 82 pp. (URL: https://www.unodc.org/pdf/publications/st-nar-29-rev1.pdf nara
oOparnenus 26.04.2022).

58. CumoHoB, E.A. HapkoTudeckne cpeacTBa U ICUXOTPOIIHBIE BEIIECTBA, KOHTPOJIUPYEMBIE Ha
tepputopun Poccuiickoit ®enepanun. / E.A. Cumonos, JI.®d. Haiinenosa, C.A. BopHakoB. — M.:

Nutepnad, 2003. — 411 c.


http://pravo.gov.ru/proxy/ips/?docbody=&nd=102053928
https://www.unodc.org/documents/scientific/Recommended_methods_for_the_identification_and_analysis_of_Amphetamine_Methamphetamine_in_SM-R.pdf%20дата%20обращения%2025.04.2022
https://www.unodc.org/documents/scientific/Recommended_methods_for_the_identification_and_analysis_of_Amphetamine_Methamphetamine_in_SM-R.pdf%20дата%20обращения%2025.04.2022
http://www.unodc.org/documents/scientific/STNAR49_Synthetic_Cathinones_R.pdf%20дата%20обращения%20и25.04.2022
http://www.unodc.org/documents/scientific/STNAR49_Synthetic_Cathinones_R.pdf%20дата%20обращения%20и25.04.2022

145

59. Pynenko, b.A. XuUMHMKO-aHaIMTHUYECKOE ONPEIEICHUE HAPKOTHUYECKUX U JONHUHIOBBIX
cpencts / B.A. Pynenko, A.E. Kosanenko, K.A. l'any3un, I'.1. Pynenko, JI.A. Kapnonckuii, [I.A.
I'pumnn, A.A. Eranos - M.: Hapkoner, 2007. — 368 c.

60.  Cronspos, b.B. Ilpaktuueckas razoBas u >kxuakoctHas xpomarorpadus / b.B. Cromnspos,
N.M. Casunosn, A.I'. Buren6epr, JI.A. Kapuosa, W.I'. 3enxeBuu, B.M. Konmanosckuii, F0.A.
Kamam6er - CII6.: U3n-Bo C.-IletepOypr. yH-Ta, 2002. — C. 249-252.

61. Jlebenes, A.T. Macc-criektpoMeTrpusi B opranndeckoit xumuu / A.T. Jlebenes. — M.: bunowm,
2003. - 493 c.
62.  XKypxosuy, N.K. OOmas xapakTepucTuka COBPEMEHHBIX METOAMK aHanu3a. [Ipumep macc-

creKTpoMeTpun U Xpomato-macc-crekrpomerpun / UK. Xypkosuy, B.JI. Munsman // JKypuan
aHamuTrueckoi xumuu. — 2009. — T. 64 (10). — C. 1012-1021.

63. Munbman, b.JI. BBenenue B xumudeckyro uaeHtudukanmio / b.JI. Munsman. - CI16.: BBM,
2008. — 180 c.

64.  CunbBepcreiiH, P. CnextpomeTrpuueckass uaeHTU(GUKALMA OPraHUYeCKUuX coeauHeHuii / P.
CunsBepcreiin, ©. Beodcrep, 1. Kumi. - M.: bunom. Jlabopartopus 3nanui, 2011. — 557 c.

65.  «DkcmepTHOE HccenoBaHUE MPOU3BOIHBIX amdeTaMuHa. MeToIn4ecKue peKoMeHIalum,
M.: OKI[ MBJ Poccuu, 1998 r. Yreepxknensl IIKKH npu MunucrepctBe 31paBooXpaHEHUs
Poccutiickoit ®enepannu, [Ipotokon Ne7/61-97 ot 20.10.1997 r.

66.  «DkcmepTHOE UCCIIeIOBaHKE HApPKOTUYECKUX CPEICTB, MOJTy4aeMbIX u3
denunnponanonamuna. Metoauueckue pekomenaamnumny. Y TeepxkaeHsl [IKKH npu Munuctepctse
3apaBooxpanenust Poccuiickoit @enepanuu, [Iporokon Nel/87-2003 r ot 16 ssuBaps 2003 1.

67. «OkcmepTHOE WCCIeNOBaHHE HamOOJIee pPacIpPOCTPAHEHHBIX «CTPYKTYPHBIX aHAJOTOBY»
HapKOTHUYECKUX CPE/ICTB U MCUXOTPOMHBIX BelecTB». MHPpOopMalnoHHOe TUCHMO ISl SKCTIEPTHBIX
noapasnenenuit. BOKO ®CKH Poccun no Csepmiosckoii obmactu, 'YB/] nmo CsepiioBckoit
obnactu DKL MB/I P®, ExatepunOypr, 2010.

68.  Jankovics, P. Identifi cation and characterization of the new designer drug 4'-
methylethcathinone (4-MEC) and elaboration of a novel liquid chromatography—tandem mass
spectrometry (LC-MS/MS) screening method for seven different methcathinone analogs / P.
Jankovics, A. Varadi, L. Tolgyesi, S. Lohner, J. Németh-Palotas, H. Kdszegi-Szalai // Forensic
Science International. — 2011. — V. 210 (1-3). — P. 213-220.

69.  Gibbons, S. An analysis of the “legal high” mephedrone / S. Gibbons, M. Zloh //
Bioorganic and Medicinal Chemistry Letters. — 2010. — V. 20 (14). — P. 4135-9.

70.  Piette, V. Analysis of Illicit Amphetamine Seizures by Capillary Zone Electrophoreis / V.
Piette, F. Parmentier // Journal Chromatography A. —2002. — V. 979. — P. 345-352.


https://www.sciencedirect.com/science/article/pii/S0379073811001460?casa_token=gBB6jjtJs0YAAAAA:8x3-ZugcmecNgOkXpdihdZQUPPJXDicMKEznwVcJOXG4Rg3qToF40jJwF5KIkynrqGjoSLOWKg#!
https://www.sciencedirect.com/science/article/pii/S0379073811001460?casa_token=gBB6jjtJs0YAAAAA:8x3-ZugcmecNgOkXpdihdZQUPPJXDicMKEznwVcJOXG4Rg3qToF40jJwF5KIkynrqGjoSLOWKg#!
https://www.sciencedirect.com/science/article/pii/S0379073811001460?casa_token=gBB6jjtJs0YAAAAA:8x3-ZugcmecNgOkXpdihdZQUPPJXDicMKEznwVcJOXG4Rg3qToF40jJwF5KIkynrqGjoSLOWKg#!

146

71.  Vinogradova, V.l. Synthesis based on B-phenylethylamines. V. Synthesis and preliminary
pharmacological screening of some phenylalkylamines and N-benzyltetrahydroisoquinolines / V.I.
Vinogradova, T.l. Golodnyuk, M.S. Yunusov, G.A. Suleimanova, N. Tulyaganov // Chemistry of
Natural Compounds. — 1993. — V. 29 (5). — P. 654-657.

72.  Ameline, A. ldentification and analytical characterization of seven NPS, by combination of
1H-NMR spectroscopy, GC-MS and UPLC-MS/MS®, to resolve a complex toxicological fatal case
/ A. Ameline, D. Garnier, L. Gheddar, C. Richevald, J. Gaulierd, J. Raul, P. Kintz // Forensic
Science International. — 2019. — V. 298. — P. 140-148.

73. Bottinelli, C. GC-MS, GC-QTOF and NMR analyses to elucidate composition of 41
powders from an NPS collector / C. Bottinelli, K. Revelut, M. Hologne, Y. Gaillard, F. Bévalot //
Toxicologie Analytique et Clinique. — 2019. — V. 31. — P. 275-282.

74.  Ojanperd, |. Simultaneous identification and quantification of new psychoactive substances
in blood by GC-APCI-QTOF MS coupled to nitrogen chemiluminescence detection without
authentic reference standards / I. Ojanperd, S. Mesihédd, 1. Rasanen, A. Pelander, R.A. Ketola //
Analytical and Bioanalytical Chemistry. — 2016. — V. 408. — P. 3395-400.

75.  Shevyrin, V. Identification and analytical characteristics of synthetic cannabinoids with an
indazole-3-carboxamide structure bearing a N-1-methoxycarbonylalkyl group / V. Shevyrin, V.
Melkozerov, A. Nevero, O. Eltsov, Y. Shafran, Y. Morzherin, A.T. Lebedev // Analytical and
Bioanalytical Chemistry. — 2015. — V. 407. — P. 6301-15.

76.  Shevyrin, V. Synthetic cannabinoid 3-benzyl-5-[1-(2-pyrrolidin-1-ylethyl)-1H-indol-3-yl]-
1,2,4-oxadiazole. The first detection in illicit market of new psychoactive substances / V. Shevyrin,
V. Melkozerov, O. Eltsov, Y. Shafran, Y. Morzherin // Forensic Science International. — 2016. — V.
259. — P. 95-100.

77.  Pasin, D. Characterization of hallucinogenic phenethylamines using high-resolution mass
spectrometry for non-targeted screening purposes / D. Pasin, A. Cawley, S. Bidny, S. Fu // Drug
Testing and Analysis. — 2017. — V. 9 (10). — P. 1620-1629.

78.  Neto, J.C. Preventing misidentification of 25I-NBOH as 2C-I on routine GC-MS analyses /
J.C. Neto, A.F.B. Andrade, R.A. Lordeiro, Y. Machado, M. Elie, F. Junior, L.C. Arantes // Forensic
Toxicology. — 2017. — V. 35. — P. 415-420.

79.  Arantes, L.C. 251-NBOH: a new potent serotonin 5-HT2A receptor agonist identified in
blotter paper seizures in Brazil / L.C. Arantes, E.F. Junior, L.F. de Souza, A.C. Cardoso, T.L.F.
Alcantara, L.M. Lido, Y. Machado, R.A. Lordeiro, J.C. Neto, A.F.B. Andrade // Forensic
Toxicology. — 2017. — V. 35 (2). — P. 408-414.

80.  Carvalho, T.C. Qualitative analysis of designer drugs by paper spray ionisation mass
spectrometry (PSI-MS) / T.C. Carvalho, I.F. Oliveira, L.V. Tose, G. Vanini, J.B. Kill, A.C. Neto,


https://link.springer.com/article/10.1007/BF00630218#auth-G__A_-Suleimanova
https://link.springer.com/article/10.1007/BF00630218#auth-N_-Tulyaganov
https://www.sciencedirect.com/science/article/pii/S037907381830762X?casa_token=NvSUpRIDTxQAAAAA:rIV_FL4dw3iLNhB9Wclaye6cMvrmXta4CKHgcSI_9Brh0Pyiteq_Jzbar2jGntDBzulsTj64DA#!
https://www.sciencedirect.com/science/article/pii/S037907381830762X?casa_token=NvSUpRIDTxQAAAAA:rIV_FL4dw3iLNhB9Wclaye6cMvrmXta4CKHgcSI_9Brh0Pyiteq_Jzbar2jGntDBzulsTj64DA#!
https://www.sciencedirect.com/science/article/pii/S037907381830762X?casa_token=NvSUpRIDTxQAAAAA:rIV_FL4dw3iLNhB9Wclaye6cMvrmXta4CKHgcSI_9Brh0Pyiteq_Jzbar2jGntDBzulsTj64DA#!
https://www.sciencedirect.com/science/article/pii/S037907381830762X?casa_token=NvSUpRIDTxQAAAAA:rIV_FL4dw3iLNhB9Wclaye6cMvrmXta4CKHgcSI_9Brh0Pyiteq_Jzbar2jGntDBzulsTj64DA#!
https://www.sciencedirect.com/science/article/abs/pii/S2352007819302355#!
https://www.sciencedirect.com/science/article/abs/pii/S2352007819302355#!
https://link.springer.com/article/10.1007/s00216-015-8612-7#auth-Oleg-Eltsov
https://link.springer.com/article/10.1007/s00216-015-8612-7#auth-Yuri-Shafran
https://link.springer.com/article/10.1007/s00216-015-8612-7#auth-Yuri-Morzherin
https://link.springer.com/article/10.1007/s00216-015-8612-7#auth-Albert_T_-Lebedev
https://link.springer.com/article/10.1007/s00216-015-8612-7#auth-Yuri-Shafran
https://link.springer.com/article/10.1007/s00216-015-8612-7#auth-Yuri-Morzherin
https://link.springer.com/article/10.1007/s11419-017-0362-0#auth-Ettore-Ferrari_J_nior
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Andriele_Costa-Cardoso
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Thaynara_Lino_Fernandes-Alc_ntara
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Thaynara_Lino_Fernandes-Alc_ntara
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Luciano_Morais-Li_o
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Yuri-Machado
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Rog_rio_Ara_jo-Lordeiro
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Jos__Coelho-Neto
https://link.springer.com/article/10.1007/s11419-017-0357-x#auth-Ana_Fl_via_B_-Andrade
https://pubs.rsc.org/en/results?searchtext=Author%3AGabriela%20Vanini
https://pubs.rsc.org/en/results?searchtext=Author%3AJade%20B.%20Kill
https://pubs.rsc.org/en/results?searchtext=Author%3AAlvaro%20C.%20Neto

147

L.F. Machado, J.C.L. Ambrosio, V. Lacerda Jr., B.G. Vaz, W. Romao // Analytical Methods. —
2016. - V. 8. — P. 614-620.

81.  Brandt, S.D. Analytical characterization of bioactive N-benzylsubstituted phenethylamines
and 5-methoxytryptamines / S.D. Brandt, S.P. Elliott, P.V. Kavanagh, N.M. Dempster, M.R. Meyer,
H.H. Maurer, D.E. Nichols // Rapid Communication in Mass Spectrometry. — 2015. — V. 29. — P.
573-584.

82.  Maher, HM. GC-MS and GC-IRD studies on brominated dimethoxyamphetamines:
Regioisomers related to 4-Br-2,5-DMA (DOB) / H.M. Maher, T. Awad, J. DeRuiter, C.R. Clark //
Drug Testing and Analysis. — 2012. — V. 4 (7-8). — P. 591-600.

83.  Almalki, AJ. Vapor phase GC-IR identification of regioisomeric N-methoxybenzyl-4-
substituted-2,5-dimethoxyphenethylamines (NBOMe) / A.J. Almalki, L. Smith, C.R. Clark, J.
DeRuiter // Forensic Chemistry. — 2019. — V. 16. - P.100181.

84.  Almalki, AJ. GC-MS analysis of regioisomeric substituted N-benzyl-4-bromo-2,5-
dimethoxyphenethylamines / A.J. Almalki, C.R. Clark, J. DeRuiter // Forensic Chemistry. — 2019. —
V. 14.-P.100164.

85.  Davidson, J.T. The differentiation of 2,5-dimethoxy-N-(N-methoxybenzyl)phenethylamine
(NBOMe) isomers using GC retention indices and multivariate analysis of ion abundances in
electron ionization mass spectra / J.T. Davidson, G.P. Jackson // Forensic Chemistry. — 2019. — V.
14. — P. 100160.

86.  Almalki, A.J. Structure fragmentation studies of ring-substituted N-trifluoroacetyl-N-
benzylphenethylamines related to the NBOMe drugs / A.J. Almalki, C.R. Clark, J. DeRuiter //
Rapid Communication in Mass Spectrometry. — 2020. — V. 34 (4). — P. 8593.

87.  Nichols, D.E. N-benzyl-5-methoxytryptamines as potent serotonin 5-HT2 receptor family
agonists and comparison with a series of phenethylamine analogues / D.E. Nichols, M.F. Sassano,
A.L. Halberstadt, L.M. Klein, S.D. Brandt, S.P. Elliott, W.J. Fiedler // ACS Chemical
Neuroscience. — 2015. - V. 6 (7). — P. 1165-1175.

88.  Almalki, AJ. GC-MS analysis of N-(bromodimethoxybenzyl)-2-, 3-, and 4-
methoxyphenethylamines: Inverse analogues of the psychoactive 25B-NBOMe drug / A.J. Almalki,
C.R. Clark, Y. Abiedalla, J. DeRuiter // Forensic Chemistry. — 2020. — V. 21. — P.100277.

89.  Shriver, D.F. The Manipulation of Air-Sensitive Compounds / Shriver D.F, Drezdzon M.A.
-John Wiley & Sons, 1986. — 326 p.

90.  Simas, A.B.C. An expeditious and consistent procedure for tetrahydrofuran (THF) drying
and deoxygenation by the still apparatus / A.B.C. Simas, V.L.P. Pereira, C.B. Barreto Jr., D.L. de
Sales, L.L. de Carvalho // Quimica Nova. — 2009. — V. 32 (9). — P. 2473-2475.


https://pubs.rsc.org/en/results?searchtext=Author%3ALeandro%20F.%20Machado
https://pubs.rsc.org/en/results?searchtext=Author%3AJo%C3%A3o%20C.%20L.%20Ambrosio
https://pubs.rsc.org/en/results?searchtext=Author%3AValdemar%20Lacerda
https://pubs.rsc.org/en/results?searchtext=Author%3ABoniek%20G.%20Vaz
https://pubs.rsc.org/en/results?searchtext=Author%3AWanderson%20Rom%C3%A3o

148

91.  Guy, M. The Henry reaction: spectroscopic studies of nitrile and hydroxylamine by-products
formed during synthesis of psychoactive phenylalkylamines / M. Guy, S. Freeman, J. Alder, S.D.
Brandt // Central European Journal of Chemistry. — 2008. — V. 6 (4). — P. 526-534.

92.  Luzzio, F. The Henry reaction: recent examples / F. Luzzio // Tetrahedron. — 2001. — V. 57.
—P. 915-945.

93.  Parker, M.A. Synthesis and Pharmacological Evaluation of Ring-Methylated Derivat ives of
3,4-(Methylenedioxy)amphetamine (MDA) / M.A. Parker, D. Marona-Lewicka, D. Kurrasch, A.T.
Shulgin, D.E. Nichols // Journal of Medical Chemistry. —1998. — V. 41 (6). — P. 1001-1005.

94.  Milhazes, N. Beta-nitrostyrene derivatives as potential antibacterial agents: a structure-
property-activity relationship study / N. Milhazes, R. Calheiros, M.P. Marques, J. Carrido,
M.N.D.S. Cordeiro, C. Rodrigues, S. Quinteira, C. Novais, L. Peixe, F. Borges // Bioorganic and
Medicinal Chemistry Letters. — 2006. — V. 14 (12). — P. 4078-4088.

95. Chang, C.F. Total Synthesis of (+)-Armepavines and (&)-Nuciferines From (2-
Nitroethenyl)benzene Derivatives / C.F. Chang, C.Y. Huang, Y.C. Huang, K.Y. Lin, Y.J. Lee, C.J.
Wang // Synthetic Communications. — 2010. — V. 40 (23). — P. 3452-3466.

96.  Shen, L. Novel hybrids from lamellarin D and combretastatin A 4 as cytotoxic agents / L.
Shen, X. Yang, B. Yang, Q. He, Y. Hu // European Journal of Medicinal Chemistry. — 2010. — V.
45 (1). - P. 11-18.

97.  Nordlander, J.E. Friedel-Crafts acylation with N-(trifluoroacetyl)-.alpha.-amino acid
chlorides. Application to the preparation of .beta.-arylalkylamines and 3-substituted 1,2,3,4-
tetrahydroisoquinolines / J.E. Nordlander, M.J. Payne, F.G. Njoroge, M.A. Balk, G.D. Laikos, V.M.
Vishwanath // Journal of Organic Chemistry. — 1984. — V. 49 (22). — P. 4107—4111.

98.  Zenkevich, I.G. System of retention indices for a linear temperature programming regime /
I.G. Zenkevich, B.V. loffe // Journal of Chromatography A. —1988. — V. 439 (2). — P. 185-194.

99.  Ettre, L. Retention Index Expressions / L. Ettre // Chromatographia. — 2003. — V. 58. — P.
491-494.

100. Budahegyi, M. Twenty-fifth anniversary of the retention index system in gas-liquid
chromatography / M. Budahegyi, E. Lombosi, T. Lombosi // Journal of Chromatography A. — 1983.
-V. 271 (2). - P. 213-307.

101. Bangjie, C. The temperature dependence of retention indices in gas chromatography / C.
Bangjie, P. Shaoyi // Chromatographia. — 1988. — V. 25 (8). — P. 731-734.

102. IlaBnoBckuii, A.A. AHOMaJIMM TEMIIEPATypHON 3aBUCHUMOCTH Ta30XpoMaTorpapuyuecKux
MHJEKCOB yaepxkuBaHus (0030p nuteparypsl) / A. A. IlaBnockuii, U. I'. 3enkeBuu // BecTHuk
Cankr-IlerepOyprckoro yausepcurera. ®usuka u xumus. — 2017. — T. 4 (62). — Bein. 3. — C. 278-
318.



149

103. Babushok, V.I. Retention Indices for Frequently Reported Compounds of Plant Essential
Oils / V.1. Babushok, P. J. Linstrom, I. G. Zenkevich // Journal of Physical and Chemical Reference
Data. — 2011. — V. 40 (4). — P. 043101.

104. Zenkevich, I.G. Prevention of a dangerous tendency in the presentation of the results of GC-
MS identification / 1.G. Zenkevich // Analytical and Bioanalytical Chemistry. — 2013. — V. 405 (10).
—P. 3075-3083.

105. IeswipuH, B.A. 3-Hadbtounuumazonsl u 2-HadTOMIOCH3UMHUIA30bI — HOBBIC TPYIIIIBI
CHHTETUYECKUX KaHHAOMHOWAOB: XUMHUYECKas CTPYKTYpa, AHAINTHYECKUE XapAaKTEPUCTHKH U
I/II[CHTI/I(l)I/IKaI_[I/ISI NCPBLIX Hpe,[[CTaBI/ITeHeﬁ B COCTaBC KYPHUTCIBbHBIX CMGCCﬁ, a TAaKXC HCKOTOPBIX
merabonutoB B Mode / B.A. llleBwipun, M.A. TI'odpenbepr, B.I1. Menkosepos, A.C. Hesepo, O.C.
Ensios, O.B. Kynpusinosa, 10.10. Mop:kepun // Bytieposckue coobuienns. — 2014, — T. 37 (1). —
C. 156-169.

106. Zaikin, V.G. Review: Derivatization in mass spectrometry - 2. Acylation / V.G. Zaikin, J.M.
Halket // European Journal of Mass Spectrometry (Chichester). — 2003. — V. 9 (5). — P. 421-434.
107. IleswipuH, B.A. CuHTEeTHUECKHME KaHHAOWHOHWIBl B KAadyeCTBE HOBBIX IICHXOAKTHBHBIX
COGHHHGHHﬁ. YcTaHoBieHue CTPYKTYP, aHAJIIMTHUYCCKUC XAPAKTCPUCTUKU, MCTOAbI OIIPECACICHUSA U
uAeHTUGUKAIMS B OOBEKTaX aHanmm3a HapkoThueckux cpenacts / B.A. IlleBbipun. - M.:
N3narensctBO «Ilepoy, 2015. — 607 c.

108. Ilessipun, B.A. «Meroanueckrue peKOMEHIALNHU 110 YCTAHOBICHUIO XUMHUUECKUX CTPYKTYP
HOBBIX IICUXOAKTUBHBIX CO@I[I/IHGHI/Iﬁ n ux CTpYKTypHOﬁ aHaJIOTu ¢ HAPKOTHYCCKUMHA CPCACTBAMU
u nicuxotponHbiMu BemecTBamu» / B.A. IlleBbipun, B.I1. Menkozepos, O.B. Kympusinosa, P.I'.
CagpikoBa, FO.}O. Mopxepun /I YtBepxknaensl Ha wmeromundeckom coBere ®CKH Poccun
21.12.2015.

109. Blachut, D. Electron ionization mass spectrometry as a tool for the investigation of the ortho
effect in fragmentation of some Schiff bases derived from amphetamine analogs / D. Blachut, W.
Danikiewicz, M. Olejnik, Z. Czarnocki // Journal of Mass Spectrometry. — 2004. — V. 39 (8). — P.
966-972.

110. Pelah Z. Mass spectrometry in structural and stereochemical problems - XXXIV: aromatic
methyl and ethyl ethers / Z. Pelah, J. Wilson, M. Ohashi, H. Budzikiewicz, C. Djerassi //
Tetrahedron. — 1963. — V. 19 (12). — P. 2233-2240.

111. Zuba, D. Analytical characterization of three hallucinogenic N-(2-methoxy)benzyl
derivatives of the 2C-series of phenethylamine drugs / D. Zuba, K. Sekuta // Drug Testing and
Analysis. — 2013. — V. 5. — P. 634-645.



150

112. Kingston, D.G.I. Intramolecular hydrogen transfer in mass spectra. Il. The McLafferty
rearrangement and related reactions / D.G.l. Kingston, J.T. Bursey, M.M. Bursey // Chemical
Reviews. — 1974. - V. 74 (2) — P. 215.

113. Zuba, D. 25C-NBOMe — new potent hallucinogenic substance identified on the drug market
/ D. Zuba, K. Sekuta, A. Buczek // Forensic Science International. — 2013. — V. 227. - P. 7.

114. Bursey, J.T. Intramolecular hydrogen transfer in mass spectra. |. Rearrangements in
aliphatic hydrocarbons and aromatic compounds / J.T. Bursey, M.M. Bursey, D.G.I. Kingston //
Chemical Reviews. —1973. - V. 73 (3) — P. 191.

115. McLafferty, F.W. Interpretation of Mass Spectra. 4th. University Science Books / F.W.
McLafferty, F. Turecek. — Sausalito, California, 1993. — 361 p.

116. Floréncio, H. The mass spectra of dimethoxytoluenes / H. Floréncio, W. Heerma, G.
Dijkstra // Organic Mass Spectrometry. — 1977. — V. 12 (5) — P. 269.

117. Karni, M. The ‘even-electron rule’ / M. Karni, A. Mandelbaum // Organic Mass
Spectrometry. — 1980. — V. 15 (2) — P. 53.

118. Niessen, W.M.A. Interpretation of MS—MS mass spectra of drugs and pesticides / Niessen
W.M.A., Correa C.R.A. — Hoboken, NJ: John Wiley & Sons, Inc, 2017. — 395 p.

119. Bialecki, J. An unprecedented rearrangement in collision-induced mass spectrometric
fragmentation of protonated benzylamines / J. Bialecki, J. Ruzicka, A.B. Attygalle // Journal of
Mass Spectrometry. — 2006. — V. 41 (9). — P. 1195-1204.

120. Kupriyanova, O.V. Synthesis and determination of analytical characteristics and
differentiation of  positional isomers in the series of N-(2-methoxybenzyl)-2-
(dimethoxyphenyl)ethanamine using chromatography-mass spectrometry / O.V. Kupriyanova, V.A.
Shevyrin, Y.M. Shafran, A.T. Lebedev, V.A. Milyukov, V.L. Rusinov // Drug Testing and
Analysis. — 2020. - V. 12 (8). — P. 1154-1170.

121. McLafferty, F.W. Unimolecular Decompositions of Even-Electron lons / F.W. McLafferty //
Organic Mass Spectrometry. — 1980. — V. 15 (3) — P. 114-121

122. Kupriyanova, O.V. Potential of chromatography and mass spectrometry for the
differentiation of three series of positional isomers of 2-(dimethoxyphenyl)-N-(2-
halogenobenzyl)ethanamines / O.V. Kupriyanova, V.A. Shevyrin, Y.M. Shafran // Drug Testing
and Analysis. — 2022. — V. 14 (6). — P. 1102-1115.

123.  Lum, B.J. Identification of a new class of thermolabile psychoactive compounds, 4-
substituted 2-(4-X-2, 5-dimethoxyphenyl)-N-[(2-hydroxyphenyl)methyl]ethanamine (25X-NBOH,
X= CI, Br, or I) by gas chromatography-mass spectrometry using chemical derivatization by
heptafluorobutyric anhydride (HFBA) / B.J. Lum, T.A. Brettell, J.J. Brophy, D.B. Hibbert //
Forensic Chemistry. —2020. — V. 20. — P. 100266.



151

124. Fogarty, M.F. Letter to editor-NBOH derivatization for the analysis of seized drug casework
by GC-MS / M.F. Fogarty, B.K. Logan, F.X. Diamond // Journal of Forensic Sciences. — 2019. — V.
64. — P. 958-960.



152

MPUJIOKEHUE 1. CPEJJHUE 3HAYEHUS OTHOCUTEJbHBIX THTEHCUBHOCTEN CUTHAJIOB XAPAKTEPUCTUYECKHX
MOHOB C JJOBEPUTEJIbHBIMU HHTEPBAJIAMHU, PACCYUTAHHBIMHU C JTOBEPUTEJbLHOMN BEPOSATHOCTBIO 95%

Tabnuma 1 - CpenHue 3HaYeHUS] OTHOCUTEIBHBIX MHTEHCUBHOCTEH CHTHAJIOB XapakTepucTtudeckux HoHOB (%) B Macc-cnektpax MO (70 »B)

coequaenuiit NBOMe u ux mpou3BOJHBIX C TOBEpUTEIbHBIMU HHTEPBATIAMU, PACCUNTAHHBIMHU C JIOBEPUTEILHON BEPOSTHOCTHIO 95%

OcHoBHBIE HOHBI (M/Z) U CpeIHNe 3HAYEHUS OTHOCHTEIBHBIX HHTEHCHBHOCTEH MX cUrHATOB (%) B CIIEKTpax COCANHEHUN U UX TIPOU3BOIHBIX,
CoenuneHus CKOPPEKTHPOBAaHHbIE HA HHTEHCUBHOCTH 0a30BbIX HKOB (100%)

150 91 270 151 152 136 107 301 121 164 397 300 447
25H-NBOMe (1) | 43.90:0.14 | 28.05:0.23 4.30+0.10 6.71:0.09 | 6.24+0.08 | 1.21+0.05 | 1.65:0.05 | 0.025+0.002 100 - - - -
23H-NBOMe (2) | 45.20:0.05 | 30.10+2.37 6.93+0.14 5230.14 | 067002 | 4.63£0.14 | 225:0.06 | 0.0077:0.0008 100 - - - -
24H-NBOMe (3) | 36.07+0.18 | 27.270.29 0.13:0.01 | 11.77+0.29 | 19.93+0.14 | 0.27+0.01 | 0.94:0.01 0.200.01 100 - - - -
26H-NBOMe (4) | 47.40£1.29 | 34.80:0.65 0.8120.02 9.40:0.22 | 235+0.15 | 0.67+0.02 | 1270.05 0.4120.02 100 - - - -
34H-NBOMe (5) | 44.95x0.15 | 27.83x0.23 | 0.0077+0.0008 | 13.25+0.15 | 11.35£0.15 | 0.54=0.02 | 4.40:0.10 0.13+0.01 100 - - - -
35H-NBOMe (6) | 47.25+0.12 | 29.10:0.25 | 0.0075x0.0008 | 7.35x0.12 | 1.61x0.02 | 3.65x0.12 | 1.33+0.02 0.45+0.02 100 - - - -

25H'NB((8)7'\)"6'T®A - 41.00+1.14 - 19.00+0.50 - 0.80:0.01 | 4.10+0.22 - 64.03+0.19 100 20.20+0.77 | 0.14+0.01 -
23H‘N'3((838'\)"6'T‘DA : 76.70+1.08 . 11.10+0.50 . 25104050 | 9.20:0.22 . 100 | 9610:0.90 | 10.05:057 | 2.10+0.04 :
24”'“3%’3’"*'””‘ - 39.10+0.75 - 100 - 0.67+0.02 | 2.25:0.12 - 42.07+0.14 | 70.97+0.63 | 2.70+0.25 - -
26”'“380'\)"9'““ - 88.90+1.43 - 88.80:0.65 - 1.21+0.05 | 5.00£0.22 - 56.60+0.25 100 5.00+0.12 | 0.27+0.01 -
34”‘“%’1'\)"6'”"* ] 34.40+0.76 - 62.00+0.65 - 0.41:0.02 | 9.10:0.25 - 30.20:050 | 100 5.95+0.12 - -
35H'NB£2'\)"E'T®A - 56.00+1.14 - 7.10£0.43 - 1.75£0.06 | 5.70+0.12 - 83.13+0.57 100 10.40+0.60 | 2.05+0.03 -
25“"\'5(23'\;'9'““ ] 41.90+0.43 ; 21.20:0.88 - 1.060.03 | 4.05:0.12 - 72.20£0.66 100 - 0.12£0.01 | 22.10+0.45
23H'NB(;):;'9'H®H - 65.10+0.25 - 9.80+0.66 - 21.17+0.63 | 8.10+0.12 - 100 83.90:0.74 - 1.7240.07 | 9.23+0.19
24""’\‘8’82;“*“@“ : 35.9040.75 : 100 . 0.13:0.01 | 2.05£0.22 : 43.8040.50 | 69.20:0.50 . - 2.98+0.14
ZBH'NB(S(';;'E'H@H - 79.000.65 - 86.10+0.66 - 121+0.05 | 4.95:0.12 - 63.00+0.66 100 - 0.67+0.02 | 4.15+0.08
34”"\'5(8;\;'9'”@” ] 37.70+0.89 - 63.80:0.50 - 0.67+0.02 | 9.95:0.12 - 39.50:0.62 100 - - 5.83+0.29
35H'NB((;§;'E'H®” - 56.40::0.90 - 8.20+0.25 - 1.88£0.04 | 6.17+0.07 - 96.20:0.50 100 - 2.15£0.09 | 10.20+0.25
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Tabmuua 2 - CpenHue 3HaYEHUS] OTHOCUTEIBHBIX MHTEHCUBHOCTEN CUTHAJIOB XapaKTepucTHueckux MoHOB (%) B Mmacc-cnektpax MO (70 »B)

coenuHennit NBOMe (F) 1 ux mpou3BOIHBIX C TOBEPUTEIBHBIMA HHTEPBATIAMH, PACCUUTAHHBIMHE C IOBEPUTEIBLHON BEPOSTHOCTHIO 95%

OCHOBHEIE HOHEI (m/Z) " CpECAHUC 3HAYCHUA OTHOCUTCIIbHBIX MHTCHCUBHOCTEH UX CUTHAJIOB (%) B CIIEKTpax COCIMHECHUM U X IMPOU3BOJHBIX,

CoenmuneHus CKOPPEKTHPOBAaHHbIE HA HHTEHCHUBHOCTH 0a30BBIX MHKOB (100%)

204 109 152 o1 324 121 136 355 175 151 164 451
25H'N'?7? Me(F) | 86.90:054 | 39.05£0.13 | 36.90:0.10 | 5.91:0.10 | 2.25:0.06 | 6.95:012 | 2.25:0.10 | 1.17+0.05 - . . :
23H'N'(3§ Me(®) | g5.10:058 | 5510023 | 297015 | 13.25:0.15 | 9.2040.22 | 215:0.06 | 9.15:0.09 - - ; ; ]
24H'N'(3§ Me®) | 70174046 | 48.07:0.19 | 81.96:0.54 | 9.10£0.09 | 0.30£0.01 | 1325015 | 0.44£0.01 | 0.20£0.01 - ] ] ]
26H'N(?8Me ® | 096050 | 53874022 | 28.20:0.10 | 22.05£0.18 | 0.43£0.02 | 3.10£015 | 1.17£0.05 | 0.41£0.02 - - - ]
34H'NZ%MG B | 72202055 | 48.02:0.17 | 46.02£0.16 | 4.10:0.12 - 1124003 | 047002 | 0.13:0.01 - ] ] ]
35H'N(?%Me ® | 5089:065 | 55904020 | 11.95:020 | 7.95:0.12 | 0.42£0.02 | 2.20£010 | 0.47:0.02 | 0.45£0.02 - - - ;
25”%'?‘&0(';"5(9' ) 39.00:£0.54 ] 11.00+0.20 ] 25.1040.50 | 1.10+0.05 ] 3715023 | 4015:027 | 100 | 29.00+0.34
23H-NBOMe (F)- ; 74.70+0.68 - 37.10+0.24 - 7.95:0.12 | 52.33:0.44 - 60.10:0.35 | 21.10:0.20 | 100 5.10+0.14

TdA (100)
24H-NBOMe (F)- i 21.10+0.25 - 10.20+0.20 - 24.10+0.25 | 0.47+0.02 - 9.20+0.22 100 47.20+0.18 | 0.27+0.01
TdA (101)
26H-NBOMe (F)-
6H-NBOMe (F) ; 44.90+0.23 - 50.90+0.55 - 7.15:012 | 2.15+0.06 - 20.15:0.18 100 | 78.90:0.65 | 1.27+0.05
TDA (102)
34H-NBOMe (F)- . 33.40:0.26 ] 6.1240.10 ] 185:016 | 0.47+0.02 - 16.90£0.21 100 | 96.90:0.80 | 3.10+0.15
TdA (103)
35H-NBOMe (F)- i 54,00£0.44 : 10.2540.20 : 2074015 | 0.47:0.02 - 4813:0.24 | 21.20:020 | 100 | 3.10:0.15

TDA (104)
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Tabnuma 3 - CpegHuie 3HaU€HUS OTHOCUTEIBHBIX MHTEHCUBHOCTEH XapakTepuctuyeckux HoHOB (%) B macc-criektpax U3 (70 3B) coenunenuit
NBF 1 ux npous3BoiHBIX C TOBEPUTEIbHBIMUA HHTEPBAJIAMH, PACCUUTAHHBIMU C JOBEPUTEIBHOMN BEPOSITHOCTBIO 95%

OCHOBHEIE€ HOHBI (m/Z) " CpCAHUC 3HAYCHUSA OTHOCUTECIIbHBIX MHTCHCUBHOCTEH X CUTHAJIOB (%) B CIIEKTpax COCIUHEHMI U X IPOU3BOAHBIX,

CoenuneHust CKOPPEKTHPOBaHHBIE HA HHTEHCHBHOCTH 0a30BbIX MUKOB (100%)

109 138 152 91 258 121 151 136 289 164 149 385
25H-NBF (13) 100 83.10+0.60 | 40.15+0.29 | 5.95+0.04 2.02+0.01 6.05+0.04 3.10+0.01 3.10+0.01 2 - - -
23H-NBF (14) 100 70.98+0.41 | 2.12+0.01 7.88+0.05 8.10+0.05 1.10+£0.007 | 1.10+0.007 | 8.25+0.06 - - - -
24H-NBF (15) 100 53.05+0.30 | 46.20+0.30 | 6.10+0.04 | 0.31+0.002 8.10+0.05 11.20+0.08 | 2.20+0.008 - - - -
26H-NBF (16) 100 66.21+0.38 | 17.95+0.10 | 14.15+0.10 | 0.31+0.002 | 2.10+0.008 6.05+0.05 3.10+£0.01 | 0.32+0.002 - - -
34H-NBF (17) 100 55.85+0.28 | 27.10+£0.18 | 2.90+0.008 - 1.30+0.006 | 10.10+0.07 | 3.12+0.01 - - - -
35H-NBF (18) 100 72.11+0.55 | 8.13+0.05 4.10+0.02 - 2.10+0.008 4.25+0.02 3.15+0.01 | 0.33+0.002 - - -

25H-NBF - T®A (105) | 70.15+0.45 - - 11.20+0.09 - 25.15+0.18 | 35.25+0.25 | 2.10+0.008 - 100 12.1240.10 | 29.25+0.17
23H-NBF - T®A (106) 100 - - 22.20+0.15 - 5.21+0.03 10.25+0.07 | 32.20+0.22 - 58.25+0.28 | 12.25+0.10 | 4.15+0.03
24H-NBF - T®A (107) | 36.80+0.25 - - 11.10+0.08 - 26.25+0.18 100 0.81+0.004 - 44.18+0.30 | 7.09+0.05 | 2.10+0.008
26H-NBF - TOA (108) | 80.20+0.57 - - 57.21+0.32 - 7.15+0.05 100 2.10+0.008 - 79.20+0.45 | 23.25+0.16 | 2.18+0.008
34H-NBF - T®A (109) | 56.95+0.31 - - 5.05+0.03 - 1.95+0.008 100 2.02+0.008 - 96.30+0.52 | 6.15+0.04 | 5.23+0.03
35H-NBF - TDA (110) 100 - - 6.93+0.05 - 3.10+0.01 15.10+0.10 | 1.15+0.006 - 77.35+£0.43 | 0.31+0.002 | 5.25+0.03

Tabmuna 4 — CpeaHue 3HA4YEHHUsS OTHOCHUTEIbHBIX MHTEHCHBHOCTEH Xapakrepuctuueckux HOHOB (%) B Macc-criektpax UMD (70 »B)

coenraeHnii NBCI u X npon3BOJHBIX C TOBEPUTEILHBIMU HHTEPBAIIAMHU, PACCUMTAHHBIMH C JOBEPHTEIILHOH BEPOSTHOCTHIO 95%

OCHOBHEIC HOHBI (m/Z) 1 CPpCAHUC 3HAYCHUS OTHOCUTCIIbHBIX HHTCHCHBHOCTEH X CUTHAJIOB (%) B CIICKTpax COC,Z[I/IHGHI/Iﬁ " UX IIPONU3BOJHBIX,

Coenunenus CKOPPEKTHPOBAaHHBIC HA HHTEHCHBHOCTH 0a30BHIX MHKOB (100%)

125 154 152 91 274 151 121 136 305 164 149 401
25H-NBCI (19) 100 93.25+0.65 | 40.2040.28 | 9.20+0.07 | 2.20+0.008 | 3.04+0.009 7.05£0.05 | 2.12+0.08 | 0.85+0.004 - - -
23H-NBCI (20) 100 86.35+0.51 | 5.10+0.03 | 15.30+0.11 | 8.10+0.305 | 2.20+0.008 | 2.25+0.008 | 8.15+0.05 - - - -
24H-NBCI (21) 100 68.14+0.34 | 69.20+0.33 | 13.35+0.10 | 0.34+0.002 | 19.10+0.14 13.24+0.10 | 0.34+0.002 | 0.34+0.002 - - -
26H-NBCI (22) 100 82.30+0.45 | 28.25+0.18 | 25.40+0.15 | 0.95+0.005 | 10.10+0.07 2.15+0.008 | 0.95+0.005 | 0.33+0.002 - - -
34H-NBCI (23) 100 73.20+0.43 | 42.25+£0.25 | 8.10+0.05 - 17.25+0.13 | 2.25+0.008 | 0.33+0.002 | 0.49+0.003 - - -
35H-NBCI (24) 100 91.40+0.61 | 13.15+0.10 | 10.10+0.07 - 6.22+0.04 2.10+0.008 | 0.33+0.002 | 0.33+0.002 - - -

25H-NBCI - T®A (111) 48 - - 13.20+0.10 - 31.25+0.23 | 21.15+0.16 | 1.01+0.005 - 100 10.13+0.07 | 19.10+0.12
23H-NBCI - T®A (112) 96 - - 36.23+0.24 - 15.95+0.12 6.30+0.04 | 41.40+0.28 - 100 16.35+0.12 | 4.29+0.02
24H-NBCI - TOA (113) 22 - - 13.20+0.10 - 100 23.15+0.17 | 0.31+0.002 - 48.42+0.31 | 7.21+0.05 | 0.63+0.003
26H-NBCI - TOA (114) 46 - - 55.25+0.30 - 100 6.10+0.03 | 0.65+0.003 - 86.23+0.59 | 20.20+0.13 | 0.81+0.004
34H-NBCI - TOA (115) 38 - - 10.10+0.07 - 98.22+0.67 2.07+0.008 | 0.68+0.003 - 100 5.10+0.30 | 3.12+0.01
35H-NBCI - TOA (116) 7 - - 12.20+0.09 - 13.15+0.10 | 2.30+0.008 | 0.34+0.002 - 100 0.34+0.002 | 3.10+0.01
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Tabmuua 5 — CpenHue 3HaYEHNs] OTHOCUTEIbHBIX MHTEHCUBHOCTEHN XapakTepuctuieckux HoHOB (%) B Macc-criektpax MO (70 3B) coennnenuit

NBBI u ux npou3BOJHBIX C JOBEPUTEIbHBIMU HHTEPBAIIAMU, PACCYUTAHHBIMU C TOBEPUTEIBHON BEPOATHOCTHIO 95%

OcHoBHBIE HOHBI (M/Z) U CpeIHNe 3HAYEHNS OTHOCUTEIBHBIX MHTEHCHBHOCTEH MX CHTHAIOB (%) B CIIEKTPaX COCTMHCHHUI M UX MIPOU3BOIHEIX,
CKOPPEKTHPOBAHHBIC HA HHTEHCUBHOCTh 0a30BbIX MHKOB (100%)

CoennueHus
169/171 198/200 152 318/320 121 91 136 349/351 164 151 149 445/447
25H-NBBr (25) 91.28+0.64/ 100/ 60.34+0.35 | 3.10+0.01/ | 12.12+0.09 | 20.13+0.14 | 3.28+0.01 | 0.34+0.002/ ] ] ] ]
89.23+0.60 | 97.33+0.67 2.02+0.008 0.3440.002
100/ 06.42+0.65/ | 6.03£0.04 | 10.10+0.07/ | 4.15+0.02 | 42.24+0.24 | 18.23+0.13 /-
23H-NBBr (26) 97.30£0.66 | 91.40+0.66 8.1040.05 - - - -
24H-NBBr (27) 73.23+0.44/ | 55.15+0.31/ 100 0.34+0.002/ | 20.12+0.13 | 30.15+0.16 | 1.13+0.005 | 0.49+0.002/
71.21+0.42 | 52.09+0.30 0.3440.002 0.49:+0.002 ) ) ) )
26H-NBBr (28) 100/ 06.21+0.64/ | 50.12+0.28 | 2.10+0.008/ | 5.25+0.03 | 66.34+0.37 | 3.22+0.01 | 0.33+0.002/
98.10+0.65 | 94.39+0.64 0.96+0.004 0.33+0.002 ) ) ) )
100/ 83.03+0.54/ | 87.5+0.58 -I- 4.26+0.02 | 32.33+0.20 | 4.34+0.02 | 0.48+0.002/
34H-NBBr (29) 98.1540.65 | 78.28+0.45 0.480.002 - - - -
97.12+0.67/ 100/ 19.15+0.13 -I- 4.03+0.02 | 34.38+0.20 | 1.10+0.005 | 0.49+0.002/
35H-NBBr (30) 95.30+0.65 | 94.26+0.63 0.49:+0.002 ) ) ) )
25H-NBBr - TOA 25.10+0.16/ 18.29+0.13 | 15.32+0.11 | 1.18+0.005 100 28.13+0.15 | 10.09+0.08 | 14.04+0.10/
(117) 24.25+0.16 - - - - 13.11+0.10
23H-NBBr - TOA 44.15+0.23/ 8.11+0.05 | 40.40+0.24 | 35.14+0.21 100 14.23+0.10 | 15.10+0.10 | 2.12+0.008/
(118) 42.2040.24 - - - - 2.04+0.008
24H-NBBr - TOA 12.20+0.10/ 23.24+0.15 | 17.23+0.10 | 0.32+0.002 52.35+0.30 100 6.03+0.04 | 0.48+0.002/
(119) 11.10+0.08 - - - - 0.48+0.002
26H-NBBr - TOA 23.15+0.14/ 6.95+0.04 | 62.23+0.34 | 1.01+0.005 98.09+0.67 100 23.22+0.16 | 0.33+0.002/
(120) 24.35+0.13 - - - - 0.33+0.002
34H-NBBr - TOA 19.13+0.13/ 0.96+0.006 | 15.19+0.10 | 0.32+0.002 100 91.43+0.65 | 5.05+0.03 | 2.10+0.008/
(121) 18.39+0.13 - - - - 1.96+0.008
35H-NBBT - TOA 38.15+0.22/ 3.30+0.01 | 20.32+0.15 | 0.66+0.003 100 13.10+0.10 | 2.08+0.008 | 1.10+0.004/
35.27+0.20 - - - - 0.95+0.004

(122)
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Tabnuma 6 — CpeaHue 3HAU€HUS OTHOCHUTEIBHBIX MHTEHCUBHOCTEH XapakTepuctuyeckux HOHOB (%) B macc-cnektpax U3 (70 sB) TOA

MIPOU3BOIHBIX MO3ULIUOHHBIX n3oMepoB NBOH ¢ noBeputensHbIMU HHTEpBaIaMU, PACCUUTAHHBIMU C JOBEPUTENIbHOI BEpPOSTHOCTHIO 95%

OcHoBHbIE HOHBI (M/Z) U cpeTHKE 3HAYCHHSI OTHOCUTEIBHBIX HHTEHCUBHOCTEH nx curHaios (%) B CrieKTpax JepHBaTOB
CoenuneHus MO3UIIMOHHBIX U30MEPOB, CKOPPEKTUPOBAHHBIE HA UHTEHCUBHOCTH 0a30BbIX MUKOB (100%)

151 164 107 91 121 136 149 383
23H-NBOH - T®A (123) | 16.40+0.11 | 91.31+0.57 100 37.23+0.22 | 10.17+0.08 | 52.22+0.31 | 17.80+0.12 | 7.69+0.05
24H-NBOH - TOA (124) 100 45.24+0.25 | 16.58+0.11 11.58+0.10 | 28.44+0.17 | 0.85+0.004 7.03+0.05 | 1.70+0.004
26H-NBOH - T®A (125) 100 68.80+0.41 | 49.80+0.29 53.40+0.32 8.43+0.06 2.03+£0.01 21.21+0.16 | 2.78+0.01
34H-NBOH - TDA (126) 100 87.59+0.51 | 41.15+0.23 7.32+0.05 3.89+0.02 1.19+0.005 5.93+0.04 3.34+0.02
35H-NBOH - TDA (127) | 22.60+0.16 100 76.90+0.45 10.74+0.09 5.93+0.04 1.58+0.005 | 1.36+0.005 | 6.40+0.05

Tabmuna 7 — CpenHue 3HAYEHHUS] OTHOCUTENBHBIX MHTEHCHUBHOCTEH CHUTHAJIOB XapaKTEpUCTUYECKUX HOHOB (%) ¢ JOBEpUTEIIbHBIMU

MHTEpPBaJlaMH, PACCUNTAHHBIMU C JOBEPUTENBHOM BeposITHOCTBIO 95%, B cnekTpax AMC coequnennit NBOMe npu 3navennu CE 10 5B

Wou-nipoaykTsl (M/Z) 1 cpeHre 3HaUCHNST OTHOCUTEIIbHBIX MHTEHCUBHOCTEH MX CUTHANOB (%), CKOPPEKTHPOBAHHBIC

CoenuHeHus Ha HHTEHCHUBHOCTH 0a30BbIX MHKOB (100%)

121.0648 285.1485 165.0910 194.1176 180.1019 177.0910
25H-NBOMe (1) 44.68+0.93 3.12+0.07 2.38+0.10 0.24+0.02 1.26+0.04 1.28+0.05
23H-NBOMe (2) 38.44+0.69 3.98+0.11 1.52+0.05 0.04+0.01 1.18+0.05 1.16+0.04
24H-NBOMe (3) 33.92+0.73 9.49+0.15 18.38+0.33 0.45+0.02 1.1840.03 0.69+0.03
26H-NBOMe (4) 20.76+0.50 1.73+0.14 10.53+0.31 0.03+0.01 1.55+0.06 0.11+0.02
34H-NBOMe () 94.32+1.88 21.66+0.36 2.77+0.09 0.78+0.06 1.10+0.06 2.71+£0.10
35H-NBOMe (6) 80.99+1.90 2.23+0.06 4.23+0.13 8.08+0.11 1.04+0.05 3.46+0.07




Tabmuua 8 — CpenHue 3HaueHHs] OTHOCHTEIBHBIX MHTEHCHUBHOCTEH XapaKTEPUCTHUECKUX HOHOB (%) C MOBEPHUTEIBHBIMH HHTEpPBAJIaMHU,

157

paccuuTaHHBIMU C IOBEPUTENBHOM BeposITHOCTBIO 95%, B ciekTpax JAMC coequnennit NBOH npu 3nagennu CE 10 5B

Hon-npoaykTsl (M/Z) 1 cpeHNe 3HAUYCHUSI OTHOCHTEIILHBIX HHTEHCUBHOCTEH MX CUTHAJIOB (%), CKOPPEKTUPOBAaHHbIC Ha
CoenuneHus MHTEHCUBHOCTH 0a30BbIX MUKOB (100%)

182.1176 165.0910 107.0497 271.1329 153.0910 136.0757 194.1176
23-NBOH (31) 45.69+0.25 27.67+0.16 12.60+0.06 1.12+0.02 - - -
24-NBOH (32) 14.71+0.08 83.13+0.51 7.65+0.092 0.875+0.002 - - -
26-NBOH (33) 13.89+0.12 50.69+0.35 5.77+0.07 - - - -
34-NBOH (34) 57.15+0.36 76.02+0.56 30.59+0.16 8.18+0.06 - - -
35-NBOH (35) 97.41+0.68 28.02+0.12 28.19+0.10 1.04+0.01 3.71+0.04 3.26+0.08 2.04+0.05

Tabmuuna 9 — Cpeanue 3HaYCHHST OTHOCHUTENBHBIX HMHTEHCHBHOCTEH CHUTHAJIOB XapaKTEPUCTUYECKUX HOHOB (%) ¢ IOBEpUTEIHHBIMHU

WHTEPBaJIaMH, PACCUUTAHHBIMHU C IOBEPUTEIILHOM BeposTHOCTBIO 95%, B cnektpax JJUC coenunenniit NBOMe (F) npu 3nauenuu CE 25 5B

Wou-tipoaykTel (M/Z) ¥ cpeiHue 3HAYCHHUS OTHOCUTEIbHBIX HHTEHCUBHOCTEH MX CHTHAIOB (%), CKOPPEKTHPOBAHHBIE
CoenuHEeHUS Ha MTHTCHCUBHOCTHL 0a30BbIX MUKOB (100%)

165.0910 150.0675 175.0365 109.0448 204.0631 153.0910 339.1203
25H-NBOMe (F) (7) 100 82.71+0.10 14.65+0.10 7.54+0.04 1.66+0.02 - 0.415+0.007
23H-NBOMe (F) (8) 100 41.61+0.21 10.00+0.11 4.90+0.02 1.26+0.03 0.257+0.003 0.552+0.006
24H-NBOMe (F) (9) 100 1.64+0.03 0.823+0.003 0.255+0.003 - - -
26H-NBOMe (F) (10) 100 2.14+0.01 1.015+0.005 0.384+0.004 - - -
34H-NBOMe (F) (11) 100 19.15+0.11 7.99+0.04 4.55+0.02 1.05+0.02 0.2554+0.003 0.710+0.007
35H-NBOMe (F) (12) 37.90+0.08 1.76+0.02 100 26.92+0.10 27.43+£0.11 43.14+0.20 7.97+0.07
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Tabmuna 10 — CpenHue 3HauY€HUS OTHOCHUTEIbHBIX MHTEHCUBHOCTEH CHUTHAJIOB XapaKTEpUCTUUYECKUX HOHOB (%) C JOBEpUTEIbHBIMU

WHTEPBaIaMH, PACCUUTAHHBIMHE C IOBEPUTEIILHOM BeposTHOCTBIO 95%, B cniektpax JJUC coenunenuit NBF, NBCIl u NBBr npu 3nauenuu CE 20 5B

Wou-nipoaykTel (M/Z) 1 cpeHre 3HaUCHUsT OTHOCUTEIIbHBIX HHTEHCUBHOCTEH MX CUTHAIIOB (%),
CoenuHenus CKOPPEKTUPOBAHHbBIE HA MHTEHCUBHOCTDH 0a30BbIX MUKOB (100%)

165.0910 150.0675 109.0448 138.0714 153.0910 273.1285
25H-NBF (13) 100 72.06+£0.71 19.99+0.61 1.76+0.06 — 1.24+0.05
23H-NBF (14) 100 42.08+0.82 15.40+1.05 1,24+0.05 0.45+0.05 0.31+0.02
24H-NBF (15) 100 1.85+0.22 0.06+0.03 — — —
26H-NBF (16) 100 1.79+0.24 1.03+0.11 — — —
34H-NBF (17) 100 15.43+0.57 11.12+0.73 1.17+0.04 0.36+0.06 0.96+0.10
35H-NBF (18) 30.70+1.33 0.70+0.06 100 36.05+0.93 42.63+0.84 9.83+0.68

165.0910 150.0675 125.0153 154.0418 153.0910 289.0990
25H-NBCI (19) 100 45.44+1.08 10.34+1.03 1.10+0.06 — 0.97+0.05
23H-NBCI (20) 100 27.22+0.64 7.82+0.39 0.46+0.05 0.31+0.03 0.24+0.03
24H-NBCI (21) 100 0.37+0.06 0.28+0.05 — — —
26H-NBCI (22) 100 0.43+0.04 0.39+0.07 — — -
34H-NBCI (23) 100 9.31+0.34 5.71+0.61 1.21+0.09 0.51+0.06 0.48+0.05
35H-NBCI (24) 50.93+1.07 0.84+0.07 100 66.58+1.27 80.25+1.16 14.30+0.09

165.0910 150.0675 168.9647 197.9913 153.0910 333.0485
25H-NBBr (25) 100 33.70+0.75 5.37+0.48 0.39+0.05 — 0.45+0.03
23H-NBBr (26) 100 18.89£1.10 4.17+0.31 0.26+£0.07 — -
24H-NBBr (27) 100 0.37+£0.04 0.26+0.08 — — -
26H-NBBr (28) 100 0.49+0.03 0.31+0.07 — — -
34H-NBBr (29) 100 6.65+0.41 3.21+0.35 0.41+£0.04 0.2940.03 0.44+0.08
35H-NBBr (30) 59.35+1.29 1.12+0.07 65.19+1.31 48.91+1.39 100 10.13+0.41
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Tabmuma 11 - CpengHue 3HAYeHUS OTHOCHTENIBHBIX WHTCHCHBHOCTEH CHTHAJIOB
XapakTepucThuueckux HoHOB (%) C OBEPHUTENLHBIMH HWHTEPBAaJaMH, PACCUUTAHHBIMH C
JIOBEPUTEIbHOM BeposATHOCTBIO 95%, B cnekTpax JUC coemunenuit 9, 10 (NBOMe (F)), 15, 16
(NBF), 21, 22 (NBCI), 27, 28 (NBBr) npu 3naueruu CE 10 3B (%).

WoH-tipoaykThl (M/Z) ¥ cpeIHUE 3HAYCHUST OTHOCUTEIILHBIX
MHTEHCUBHOCTEN UX CUTHAIIOB (%), CKOPPEKTUPOBAHHbIE Ha
Coenunenus
MHTCHCUBHOCTH 0a30BbIX MUKOB (100%)
165.0910 [M+H]* = 356.1481
24H-NBOMe (F) (9) 100 84.19+0.15
26H-NBOMe (F) (10) 65.67+0.10 100
165.0910 [M+H]*=290.1551
24H-NBF (15) 100 29.80+1.34
26H-NBF (16) 100 55.38+0.86
165.0910 [M+H]* = 306.1255
24H-NBCI (21) 100 54.16+£0.76
26H-NBCI (22) 100 95.84+1.18
165.0910 [M+H]* = 350.0750
24H-NBBr (27) 100 50.76+1.46
26H-NBBr (28) 100 86.17+0.64
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MNPUJIO)KEHHME 2. TOKYMEHTBI 110 BHEJAPEHHUIO
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LIBRARY EKBDRUGS): cBHIETEIbCTBO O FOCYIapCTBEHHOIl perucrpanuu 06assl JaHHeix RU
2015621086 Poccus, nara peructpanmu 09.04.2015, xoropasi pexoMenjoBana DenepaibHBIM
MEKBEIOMCTBEHHBIM KOOPAMHALMOHHO-METOAHYECKUM COBETOM 110 CyAaeOHOM 3KCrepTuse s
MCIIOIB30BaHMsl B IPAKTUKE J1aboparopuil rocyapCTBEHHBIX CY/IEGHO-OKCIEPTHBIX YUPEeNkIeHMi
(eepanbHBIX OPraHOB UCTIOMHUTENBHOM BiacT Poccuu,

Brecennple B 0a3y [HaHHBIX HOBbIC aHAJUTHYCCKHUE CBCACHHMS O COCJMHEHHSX,
NPE/ACTAaBICHHBIX B jJucceprantMoHHoit  pabtore  Kynpusuosoit  Onbru  BceBOIOIOBHEI
«JTuddepentmanus MO3UI[HOHHEIX HU30MEPOB N-(2-3amerieHHBIX )0eH3MII-2-
(1mmeToKkcH(EHNUT)ITAHAMUHOB METOIAMU XpoMarorpaduu U Macc-CIIeKTPOMETPUIY, TIO3BOJIAT HE
JIOTYCTUTh OMIMOOK MACHTHOWKALMKM TP TIPOBEJCHUH HKCHEPTH3 HAPKOTHUECKHX CPE/ICTB,

TNCUXOTPOITHBIX BEHIECTB U HOBBIX IMCUXOAKTHUBHBIX COETMHEHHH.

OduuunansHplil AUCTPUOBIOTED,
komnanus OO0 «JIABTEX»

['eHepasibHBIi 1upEKTOP I1. I'. Kucenes




161

YTBEPXK/JIAIO
Heps opopekrop ®I'BOY BO

JL.LM. MyxapsimoBa
2022 r.

Pe3yJbTATOB AHCCEPTAHOHHON PaboThI
B Y4eOHbIi npouecc

Komuccus B cocrase:

ITpencenarens Jlupextopa MHcTuTyTa (hapmanuu, P.U. Mycradpuna
K.(papM.H., J0o1eHTa

¥ YWICHOB KOMHCCHH  3aB. yuyeOHO-METOAMYECKUM
KaOMHETOM 110 (hapMareBTHYECKOH,
TOKCHKOJIOTHYECKOH H
aHAIMTHYECKOM XuMun VHCTHTYTA
(apmary, K.(papM.H., JOIEHTa N.K. Tyx6arymmaHon
PykoBomurenss CHK Uncrutyra A.B. CureHkoBoi
(apmanuw, K.(papM.H., JOIEHTa

PesyspTaThl AuccepTalmoHHOro uccieoBanus Kynpusaosoit Onbru BeeBonooBHbI Ha
TeMy «Anddepenumarus NO3MIMOHHBIX ~ HM30MepoB  N-(2-3aMeIeHHbIX )0eH3uII-2-
(muMeToKCH(EHHI)ITAHAMHHOB ~ METOJaMH  XpoMmartorpapuu M Macc-CIIeKTPOMETPUHY,
NPE/CTABICHHONW HA COMCKAHHE YYECHOW CTENEHH KaHAuJaTa XMMHYECKHMX HayK, OCBALICHHbIE
HOBBIM MOAXOZaM K jaupepeHiranud IIeCTH Cepuil MO3UIHOHHBIX H30MepoB N-(2-
3aMeeHHbIX )0eH31II-2-(IMMETOKCH(EHNIT)ITAHAMAHOB c UCIIOJIb30BAHUEM METOJIOB
XpomaTorpapuu ¥ Macc-CIeKTPOMETPHH, a TAK)Ke MPHUMEHEHHMIO dTUX IOIX0J0B B aHAIM3€ KaK
NICHXOAKTUBHBIX BEIECTB, MpeNaparbl KOTOPBIX BBI3BIBAIOT TSDKEJbIE OTPABICHMs, TAK M HX
MO3MIMOHHBIX H30MEpOB, HE HMEIOIIMX IICHXOAKTHBHBIX 3(P(EeKTOB M paccMaTpUBaeMbIX B
KayecTBe MOTEHIMAIbHBIX JIEKAPCTBEHHBIX CPEJICTB, BHEIPEHBI B yueOHbIH nponece MucTuTyTa
¢Gapmanuu  Ka3aHCKOro rocyfapcTBEHHOTO — MEIHIMHCKOrO  YHHMBEPCHTETa B paMKax

npenogaBaHus AHAJIMTHYECKON M TOKCHKOJIOTHYECKON XUMHH.

[Tpencenarens Hupexrop UuctutyTa hapmanum, //%/ P.1. Mycrapun

K.(hapM.H., IOLIEHT
YneHsl KOMHCCHU K.(papM.H., TOeHT N.K. Tyx6aryniuna

K.(papM.H., TOLEHT (ﬂ/ A.B. Cutenkona
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YTBEPXJIAIO

IIpopexTop no  OGHOMEAHIHHCKOMY
HANpPaBJIEHHIO Oraoy BO
«Ka3zanckuii (ITpuBosKcKuii)
(penepanbHbIi YHHBEPCHTET,

AKT O BHEJIPEHI{E¥ )

PesynbraTel  IMCCEPTALIMOHHOTO  HCCIECIOBR pmbsailigfithifioBolt  Ounbru
BceBonomoBuel  Ha  Temy  «/luddepeHnmanns Mo3MUMOHHBIX — H30MepoB  N-(2-
3aMELIECHHBIX )0eH31I1-2-(IMMETOKCU(EHHI)ITAHAMUHOB  METOJaMH  XpoMaTorpapuu u
Macc-CIIEKTPOMETPUN», MPEACTABICHHON Ha COUCKAHUE YUYCHOM CTENeHM KaHAWaaTa
XMMHUYECKHUX HayK, NMOCBALICHHbIE HOBBIM MOAXOAaM K AuddepeHIayy mecTu cepuit
HO3UIIMOHHBIX U30MEPOB N-(2-3aMeIeHHBIX )0eH3MII-2-( IMMETOKCH(EHIIT)ITAHAMUHOB C
UCIIOJIb30BAHMEM  METOAOB  XpoMaTorpauu M Macc-CIEKTPOMETPUM, a TaKiKe
NPYUMEHEHHUIO 3TUX II0JXO0J0B B aHAIM3€ HOBBIX MCHXOAKTHBHBIX COEJMHEHHH (nanee -
HIIC), BHeApeHBl B NpPaKTUYECKYIO JASTENbHOCTb JabopaTopuu «MyJIbTHOMUKCHBIE
TEXHOJIOTUM JKMBBIX cucTem» Mucturyra (yHaaMeHTanbHOW MeIUUUMHBI U OHOJIOTUH
Kasanckoro (ITpuBonkckoro) ¢eaepaibHOro yHUBEPCHTETA.

IToaxoapl, N3710KEHHBIE B AUCCEPTALIMOHHON paboTe, M03BOIAIOT 0OHAPYIKUBATH U
unentuduumponats HIIC B Guosormueckom MaTepuane MeToJamMu Xpomarorpapuu u
Macc-CIIEKTPOMETPHH, @  MHPOPMALMOHHBIH ~ MAaCCHMB  CIPABOYHBIX  JAHHBIX
AQHAIUTUYECKUX  XapaKTepUCTUK, IIPEJCTAaBIEHHBIX B JUCCEPTAllMOHHON pabore,
aKTyajleH M KpaiHe HeoOXOAMM Ui MX HAEHTU(DUKAIMK B CBI3H C OTCYTCTBUEM

cragaapToB 6onpmuHceTa HIIC.

3aB. naboparopueit

«MyJIbTHOMUKCHBIE TeXHOJIOTHHU JKMBBIX CUCTEM»
NdMub KOY VOL /T.B. I'puropneBa/




