OT3bIB

oGUIMATLHOTO OIIIOHEHTa, JOKTOpa XHMHYECKMX HayK, Ipodeccopa Kagenpsl
oprauuyeckoii xumun PI'BOY BO «Canxrt-IlerepOyprckuii rocynapCTBeHHbIH
yHUBepcHTeT» 3eHkeBMda Mrops [eoprueBuva, Ha IHCCEPTALMOHHYIO paboTy
KYINPUSSHOBOM Oubrn  BceBoaogoBHel Ha TeMy «Jluddepenimarms
MO3UIIMOHHBIX H30MEpOB N-(2-3aMelleHHbBIX )OeH31II-2-
(muMeToKCH(EeHMIT)3TaHAMHUHOB METOIaMHU Xxpomarorpaduu %} Macc-
CIEKTPOMETPUW», MPEACTAaBIEHHOM Ha COMCKaHHWE YYEHOM CTElNeHH KaHIuJaTa
XHMHYECKUX HAYK I10 CrIeNUaIbHOCTH 1.4.2 — AHaluTHYeCKas XUMHS

B03M0XHOCTH COBPEMEHHBIX METOJ0B UAEHTU(HUKALIUY CIIEJ0B OPraHUYECKHX
COEIMHEHHUI B CIIOXKHBIX CMECAX BO MHOTOM OIIPEAEIAIOTCS HAJIMYMEM HaIEHKHOTO
HHGOPMAIMOHHOTO obecreYeHus, a MMeHHO 0a3 JaHHBIX, COAEpKAIlIKUX MacC-CIIEKT-
poMeTpudecKre M Xpomatorpaduueckue XapakTepUCTHKH aHaIUTOB. B HEKOTOPHIX
obnacTax 3To ycioBue npuobperaeT 0co0yi0 BaXKHOCTb, YTO U ONPEAEIISIET AKmya/ib-
Hocmb ouccepmayuonnou pabomst O.B. KynpusHoBoii. B coBpeMeHHBIX yCIOBUAX
«CKOPOCTH», C KOTOPOM Ha pbIHKE HAPKOTHYECKUX CPEACTB MOSIBISIOTCS HOBBIE IICHU-
XOaKTHUBHBIE COEUHEHUS, YaCTO OIlepekaeT BO3MOKHOCTU XMMUKOB-aHAIUTUKOB OI1-
peleNATh UX aHATUTUYECKHE NTapaMeTphl, He0OXOAUMBIE IS MX HaJIeKHOM MIIEHTH-
¢Guxanuu. PemenneM npoOieMsl MpeIcTaBIseTcs MpeaBapUuTeIbHas XapaKTepUCTUKa
IIOTEHLHAIBHBIX [ICUXOAKTUBHEIX COEJMHEHMH, IPOBEeHHAas ellle A0 UX LIUPOKOro
pacnpocrtpaHenus. IIpu 3ToM BecbMa JKenaTellbHO, YTOOBI OHAa OXBaThIBajla HE TOJIb-
KO IIeJIEBblE€ aHAJIUTHI, HO U MX HW30MEpHl W/HIU CTPYKTYpHBIe aHAIOrH. B maHnHOM
ciay4dae pedb HAET O MO3UIMOHHBIX H3oMepax N-(2-3amereHHbIX)OeH3uII-2-(aume-
TOKCHU(EHUI)3TAaHAMUHOB, OTJIHYAIOLIUXCSA TPHPOJOH M TIOJOXKEHHSIMH 3aMeCTHTe-

el B apUIIBHBIX ()parMeHTax.

M3 Takux MOCBUIOK JOCTaTOYHO JIOTHYHO CIIENYeT Uelb OUCCEPMAUUOHHOU
pabomol, ee HAYYHAA HOBU3HA, & TAKKE NPAKMUYECKAA U MEOPEMUYECKAA 3HAYU-
Mocmb. Tak, 1 JOCTHXKEHHUS LIeIH, 3aKiIiodarolielics UMeHHO B AuddepeHInanim
MO3MIIMOHHBIX U30MEPOB, HEOOXOIUMBIM 0KA3aJIOCh PelIeHUe CIEAYIOLIMX 3a1a4, Ko-

TOPBIE NaJI€€ TPOKOMMEHTHPOBAHEI B COYETAHHUH C NOCTUTHYTBIMH pe3yJIbTaTaMH:



- CHHTe3UpOBaTh LIECTh CEpUii TO3UIHOHHBIX H30MepoB N-(2-3aMeIeHHBIX)-
GeH3HI-2-(1uMeTOKCH(EHIIT)3TAaHAMHHOB. B COOTBETCTBHH C 3TUM CHHTE3UPOBAHO U
OXapakTepu30BaHO 29 COeIHHEHUH 3TOro psana, Mpu4YeM, YTO BaXXHO OTMETUTb, KO-
Me 3anpeleHHbIX K 060poTy n3oMepoB. Kpome 5T0ro cuHTEe3upoBaHo elle 34 npome-

)KyTOUHBIX COEIMHEHHUs H 39 POU3BO/IHBIX I1eJIEBBIX aHAMTOB (Bcero 102 o0BeKTa);

- ObecneunTh MX XpoMarorpaduueckoro pasjeleHHe B YCIOBHIX ra3oBO# H

BBICOKOI((EKTUBHOM XKHUIKOCTHOH XpomaTorpaduu. 3agada peieHa;

- OxapaKTepH30BaTh 3aKOHOMEPHOCTH H OCOOEHHOCTH HX MacC-CIEKTPOMET-
pHYECKOM ()parMeHTalliy B YCIOBHAX HOHU3ALMH 3JIEKTPOHAMH, B Pe3yJIbTaTe HOHHU-
3aIMH JJIEKTPOPACIIBUIEHHEM, @ TaK)Ke JAUCCOLMALlMU, MHIYLIUPOBAaHHON COyIapeHH-

sMu. Bee IIepevYHCICHHBIE ITPOLECCHI JOCKOHAIBHO OXapaKTEpHU30BaHbI,

- Ha ocHOBE NOJYYEHHBIX JaHHBIX pa3paboTaTh aaroputM AuddepeHpanin
MMO3ULIMOHHBIX M30MEPOB KaKI0H M3 CHHTE3UPOBAHHBIX M OXapaKTEPU30BAHHBIX CE-

pHii aHaIUTOB. AJITOPUTM CO3/IaH.

3adauu pabomsl coriacoBaHbl KaK C 6bIHOCUMbIMU HA 3AU{UMY NOJOMHCEHU-
AMU, TAK U C 3aKa0uenuem (evieodamu) ouccepmayuu. 110 cBoeH KOHKPETHOCTH
0c060ro BHMMaHWs 3aciyXuBaeT BbiBog Ne 5, coriacHo kotopomy «luddepeHi-
aIMs TIO3MIMOHHBIX W30MEPOB BO3MOXKHA TPH perucrpanuu crnekrpos MO camoro
coenuHenus 1 ero N-aruabHOro mpou3BoaHoro». K TakuM e «rmocieACTBUAMY IIpU-
ot coderanue crekrpos UD u JIUC. CrenoBarenbHO, MCCEPTAMOHHYIO paboTy
Ounsru BeeBononoBrsl KynpusHOBO# Ha COMCKaHME YYEHOU CTENEHH KaHAU/aTa Xu-
MUYECKHX HAyK, B Ha3BaHMe KOTOPOii CIIeIMANbHO BblHECEHA AU depeHIHanus mo-
SUIMOHHBIX H30MEPOB ITHX COEJMHEHHH C HCIIOIB30BaHUEM XPOMATOrpahuyecKux u
MAacC-CIIEKTPOMETPHYECKHX TTapaMeTpOB, MOXKHO KJIaCCH(HUUUPOBATE KaK 3AKOHYEH-
Hoe HayuHnoe ucciedosanue. Ero pe3ynpTaTbl COCTABHIM IPEAMET IICCTH craTeil B
BEIYIMX MEXIYyHapOJHBIX JKypHallax M YEThIPEX coobiieHuil Ha POCCHICKHX KOH-

(hepeHIMAX, YTO MO3BOJISET CYUTATE ANPOOayUI0 padomyl BIIOTHE JIOCTATOYHOM.
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ITo ybexaeHHio ONNoHeHTa, HECOMHEHHBIM JIOCTOMHCTBOM pabOTHI ClIELyeT
CYHTATh TO, YTO €€ OCHOBHBIC MOMEHTHI, XapaKTEPU3YIOLIHE €€ Ueslb, HAYUHYI0 HOGU-
3HY U NPAKMUYECKYIO 3HAYUMOCHTb CONEPXKAT IPAKTHYECKU OJHH U Te XKe HopMyITH-
POBKH. DTO MOXKHO PACLEHHTh KaK MOATBEPXkIEHHE €€ JIOTHYECKOUW HENMPOTHBOPEYH-
BocTH. KpoMe TOro, M3 3T0ro BIIOJHE MOXXHO CIENIaTh BEIBOJ, YTO aBTOP XOPOIIO
BiazieeT obcyxaaemoi uHdopmanueii. Kpome 3THX MOMEHTOB B HayYHYIO HOBH3HY
OT/IEJIbHBIM ITyHKTOM BKJIIOYEHO IOJIOKEHHE 00 OCOOEHHOCTSIX NpPOTEKaHHs Iepe-
rpynnupoBkd Mak-Jladpdepru B ciiyyae opmo-opmo-nu3amMeinieHHbIX TTO3HIIMOHHBIX

H30MEPOB

Hocmoseprnocmo pe3y1bmamos He BbI3bIBa€T COMHEHHI U 3aCTy’KHBAET HEKO-
TOPBIX JIOMOJHHUTEIBHBIX KOMMEHTapueB. TaK, 3aKOHOMEPHOCTH MaccC-CIeKTPOMET-
pUYecKoil )parMeHTalUu INpeAcTaBieHbl KaKk B TaOau4HOH (opMme (MHTEHCHBHOCTH
OCHOBHBIX MOHOB), TaK U B rpaduueckoii (pUCyHKH Macc-CIeKTpoB). B jKypHaIbHBIX
nyOnuKanusax Takoe ayOnupoBaHHe MH(OOPMAIUM HE MPHUBETCTBYETCS, HO B TEKCTE
auccepTanuy, o0beM KOTOPOH He CTONb JIMMHUTHPOBAH, 3TO, Oe3yClIOBHO, ONpaBIaH-
HO. BTOpoii MOMEHT KacaeTcsi BBIYMCIEHHMS ra3oXpomaTrorpaduuecKux HHACKCOB
yaepxuBaHusd. COBEpIIEHHO CIPaBEUIMBO B M30TEPMHYECKHUX YCJIOBHSIX aBTOP BbI-
qucisieT Jorapudmuueckue uHAeKcs (MHAekesl KoBaya), a B yCJIOBUSAX MPOrpaMMHu-
POBaHHS TEMIIEPATyphl — JIMHEHHbIEe HHAEKCHl. OIHAKO B IOMIOJIHEHHE K HUM B 000HX
pEeXKMMax BBIYMCIIEHBI TaK Ha3bIBa€Mbl€ JTMHEHHO-JIOrapU(PMUYECKHE UHIEKCHI, KOTO-
pble B M30TEPMUYECKHX YCIIOBHUIX 3aKOHOMEPHO COBIaJaloT ¢ uHAexkcamMu Kosaya, a
B HEM30TEPMHUYECKHUX — C JIMHEHHBIMU. B Apyrux ycnoBusix nonobHoe nybaupoBaHue
BBIYUCIIEHUH MOXXHO ObLIO OBl CYECTH HEONpPaBIaHHBIM, HO B JUCCEPTAIIMOHHOM pa-
0ote 3TOT (haKT HAWITYYIIMM 00pa3oM HIUTIOCTPUPYET MMEHHO JIOCTOBEPHOCTH pe3y-
abTatoB. M, HakoHel, B [IpuiioXKeHUH MHTEHCUBHOCTH CUTHAJIOB B MaccC-CIIEKTpax
NpeJCTaBIeHbl B BUJIE€ 3HAYECHHWH, YCPEIHEHHBIX 110 pe3ysbTaTaM IIeCTH U3MEpPEeHHH
Ha Tpex nmpubopax. Takas ¢opma npeacTaBlIeHUs] Macc-CIIEKTPOMETPHYECKHX JaH-

HBIX BCTPEYACTCH Kpaf»iHe pPE€OKO, HO, 683yCIIOBHO, 3acCiIy’KHBa€T BHUMaHHSL.



Eme onuH HeOe3bIHTEpPeCHBINH (aKT, KOTOPBbIH MMEET OTHOIIEHHE K JTOCTOBEp-
HOCTH Pe3yNIbTaTOB — 3TO BBIABJIEHHE COBMAJEHHS MOPAIKOB razoxpomarorpapuyec-
KOTO 3JIIOMPOBaHMs XapaKTepu3yeMbIX aHamuToB (Hampumep, cepun NBOMe) u ux

TIPOM3BOHBIX (HAIIpUMep, TPHGTOPALETHIIBHBIX, CTP. 72).

Heo6x01uMo crienHanbHo NOAYepKHYTh, YTO 0COOEHHOCTH O0OBEKTOB HCCIIE/I0-
BaHMUS, HCIIONIB3YEMBIX METOIOB (Macc-CIIeKTPOMETPHS, Ta30Bas XpOMaTorpadusl, BbI-
cok0apPeKTUBHAS JKUJKOCTHAS XpOMATOrpadus), a TakKe XapaKkTep HHTepIpeTalyu
MOJyYEHHBIX PE3yJbTAaTOB M C(HOPMYJIHUPOBAHHOIO Ha WX OCHOBAHMH 3aKIIOYCHHSA
ITO3BONISIIOT YTBEPXKIATh, YTO pacCMaTpUBaeMasi IMCCepTalOHHas pabota coomeent-
cmeyem cneyuanvhocmu 1.4.2 — ananumuyeckan xumus. Cmenenv 000CHO6aH-
HOCIU HAYYHBIX NON0IHCEHUH, 6bI60006 U PEKOMEHOAUUI OUCCepmAauuu Cieyer

CYUTATH BBICOKOH.

O630p IMTepaTyphl 3aBeplIaeT IOCTaHOBKA 3a1auu (paszen 1.5), B KOTOpOM,
cOBCTBEHHO, M JIeTAITH3UPOBaHa pobieMa HeoOX0IUMMOCTH JuppepeHImaliy Mo3u-
[IMOHHBIX M30MEpOB. JKCIIEPUMEHTaJbHAs YacTh pabOThl COAEPXKUT HCUEPIBIBAIO-
[[YIO XapaKTEePUCTUKY HE TOJIBKO XapaKTepH3yeMbIX CBOOO/HBIX OCHOBAHHH, HO M HX
costeii (THAPOXJIOPH/IOB) U TPUGTOPALETHIBHBIX MPOU3BOAHBIX. B 3aKIIOUeHHN JHC-
CepTALMK JIOTUYHO BBIIVISAAT IIEPCIIEKTHBEI IIPOJIOJDKEHNAs pabOTBhl, 8 HIMEHHO H3Yy4e-
HHe MeTabOoJMTOB YK€ OXapaKTepH30BaHHBIX COCJAWHEHHH W XapaKTePUCTHKA HX
CTPYKTYPHBIX aHAJIOTOB, COJEPHKAIINX TPH METOKCUTPYIIIIBI B OTHOM M3 apoMaTHIeC-

KHX KOJICIL.

Tlocite MepedrcIeHus JOCTOMHCTB PabOTHI OOBIMHO MEPEXOMAT K 00CYKACHHIO
3aMeyaHuil ¥ ToKeNaHuil. B 1aHHOM cliiydae 1esiecoo0pa3sHO pa3/ieNuTh NPUHIHITH-
aJbHBIE BOIIPOCHI, 3aCIIyKUBAIONIHE 00CYKIEHHs, 1 MEHEe 3HaYUMBbIC BCTPEYAIOLIH-

€Cq B TEKCTEC IMOIrpe€IIHOCTH.

K NepBOMY THITY MOXHO OTHECTH CIICOYIOIIIEE:



- ABTOp paboTel 06cyxnaet neperpynnupoBky Mak-Jlapdepru, xoropas npu-

+.
BOJUT K HEUETHOZJIeKTpOoHHBIM HoHaM, Hanpumep [(CH;0),C¢H;CH=CH,] ¢ m/z

164 na cxeme 3.7 (ctp. 79), [(CH30)3C6H2CH=CH2]+° ¢ m/z 194 Ha cxeme 3.8 (cTp.

81) u apyrum. OIHAKO HEe COBCEM IOHSTHO, B YeM COCTOUT OCOOEHHOCTh COEJHHE-
HUM C JIBYMS 3aMECTHUTEIISIMH B OpMO-Opmo-TIOJIOKEHUSX, TIOCKOJIBKY 3Ta Ieperpyi-
IMPOBKA ONpeJiessieTcs HalMYueM KapOOHUIBHOIO KMCIOPOAa allMIbHOIO (parMeH-
Ta M aTOMa BOJOPO/ia IIPHU aTOME B 2amMMa-TIOJIOKEHUH K KapOoHMIbHOH rpynmne. Ec-
M 0OpaTHTBCS K Macc-CIEeKTpaM pOJICTBEHHBIX COEIMHEHMH (CM., Hampumep, Oasy
NIST 17), B ToMm umcie 2-heHHIITUIOBBIX 3)UPOB pa3nUYHBIX KapOOHOBBIX KHUCIIOT

C¢HsCH,CH,OCOR mnpakTrueck ¢ mo0bsiMu pparmeHTamu R, TO B X Macc-CIIeKT-

pax curnaisl uoHoB [C¢HsCH=CH,] ¢ m/z 104 oTnuyaroTcs BBICOKOW HHTEHCHB-

HOCTBIO, @ BO MHOTHX CJIydasix — MakCHMallbHbL. BO3MOXKHBIE 3aMeCTHTENN B (eHM-
JIEHOM (pparMeHTe He OKa3bIBalOT 3aMETHOI0 BIIMSHHUA HA NPOTEKaHHE DTOW Iepe-

IpYIIIUPOBKH.
- Ha crp. 84 ormedeHo, yro Puc. 3.8 mmmocTpupyer Apyroi BapHaHT mepe-

+.
rpynnupoBku Mak-Jladgdepru ¢ obpazoBanuem nonos [CoH20;] ¢ m/z 152. On-

HAKO Ha 3TOM PUCYHKE HOHBI C YKa3aHHOHW Maccoii He MPUBEICHBI.

- B Tabnunax NPHIOKEHHUs, COAEpPXKAIUX CTATUCTHYECKH 0OpaboTaHHBIE
Macc-CIeKTphl, He BCera KOPPEKTHO COGNIOIeHB! PaBHa OKPYTJIEHHUs YHCE. DTO
otnocurcs k Tabm. 1, rae, HanpuMep, BMecto 76.70 + 1.08 momxHo 66ITh 76.7 £ 1.1
(Takux mpumepoB Tam MHOro). B Ta6u. 3 HexoppekTHsl 3amucu 1.10 £ 0.007 nmn
2.20 £ 0.008, mOCKOJIBKY MOCIEIHUE AeCATUYHBIE 3HAKH CaMUX YHCel H UX JI0BEpH-

TEJBHBIX HHTEPBAJIOB OTHOCATCA K PasHbIM pa3psaiaM.

- Macc-CrieKTpsl HEKOTOPBIX U3 00CYKIaeMbIX B paboTe COEIMHEHHH H3BECT-

upl. Hanpumep, B 6aze NIST17 nna cepun NBOMe MOXHO HaWTH Macc-CIEKTPBI



coenuHenuii ¢ kogamu 25H-NB20Me, 25H-NB40OMe u 34H-NB4OMe. Bo3moxkHo,
YTO TaK¥e IPUMephbl M3BECTHBI U IS APYTHX cepuid. Takue criekTps ObU10 OBl moJes-
HO CPAaBHHUTH C IOJIy9e€HHBIMH aBTOPOM, IOCKOJIBKY OT MOJOOHOTrO CpaBHEHHs JHC-

cepTalMoHHast paboTa TOIBKO ObI BBIMIpAIA.

- ABTtop paboThl oTMedaeT, yTo coenuHenus cepur NBOH, conepxauiue op-
MO-TUAPOKCHOEH3UIIBHYIO TPYIIIY, TEPMHYECKH HEYyCTOHYMBEL. DTOT (aKT NpejcTaB-
JISIETCS JOCTATOUHO MHTEPECHBIM, U ObUIO GBI BeCbMa JKellaTeIbHO IIPUBECTH U 00Cy-
IUTh SKCIIEpPHMEHTAIbHbIE ITOTBEPXKICHHs TaKok HeycToHuuBocTH. Hampumep, Kak

5TO NPOSIBISIETCS. HA XPOMATOrpaMMax COEIMHEHUA 9TOU CEpHUH.

- MO)XHO He COIJIaCHThCS C yTBEpIKJEeHHEM Ha CTp. 68 0 TOM, YTO XpOMAaTO-
Macc-CIIeKTPOMETPHs OTHOCHTCS K IMOATBEpKIAIONMM MeTofaMm aHamusa. Ckopee
BCEro, PO METOJI B LIEJIOM MOJ00HOE CKa3aTh HeNb3sl, BCE 3aBUCUT OT TOrO, s pe-

[IeHUA KaKHX 3a1a4 €10 HCIIOJIb3YIOT.

Y10 e KacaeTcs OIedyaToOK M CTHIIMCTHYECKHX MOTPELIHOCTEN, TO JODKEH 3a-
METHTB, UX YHCJIO KpaiiHe HeBenuko. Tak, HanpuMep, Ha CTp. 41 B CTpyKTypax 46 —
50 (cxema 2.2) yKa3aHa JIMIUHsS JBOIHAs CBA3b. B BhIpaXKeHHH Ha CTP. 44 «... TOUKH
IIaBJICHHS OTPEIENSUTA CO CKOPOCTBIO 1 rpajiyMUH» SIBHO MPOIYILEHO CJIOBO «HArpe-
Ba». B Macc-criekTpoMeTpruecKix paboTax 4acTo BCTPEYAeTCsl TaKOH NMPHMEp «IIpo-
deccroHaIbHOTO XKaproHa», kak Ha ctp. 100 «... 3TOT HOH ABJIAETCS MAaKCUMAILHBIM
...» (momkHO GBITH MUK MoHa). He coBceM yaauHo BeIpaxkenue Ha ctp. 137 (3akimo-
YeHHeE) «... B YCIOBHAX H30TEPMHUYECKOTr0 PEXKHMA ...». ITH U MOJO00HBIC HM CTHIIH-
CTHYECKHE TIOrPEITHOCTH BbIIEJEHBI LIBETOM B (afine TeKcTa IuccepTaliu, KOTOPEIH,

TIpH HeOOXOIUMOCTH, MOXKET OBITh IIepeJIaH aBTOpYy PabOTHL.

dakTHYEeCKH, Ha 3TOM INepedeHb 3amedannii ucyepnat. ITonobHsie HecyiecT-
BeHHBIE TIOTPELIHOCTH M3JIOKEHHUs He BJIEKYT 3a COOON HUKaKuX BBIBOJIOB OTHOCHTE-
JIbHO BBICOKOTO HAY4YHOTro ypoBHs BemoinseHHoi O.B. KynpusHoBo# paboTsl U He

CKa3bIBAIOTCS HA 3HAYUMOCTH JUCCEPTALIMOHHOIO HCCIIEJOBaHH .
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