Wicnonb3sosaHue XpomaTto-macc-
CNEeKTPOMEeTpUYECKUX UCCNeAOBAHUU ANng
AOCTOBEPHOU UACHTUPUKALIUU XUMUYECKUX
coeauHeHun B buonoruveckux cpenax (Kposb)
B, YCJIOBUAX MHOIFOKOMMOHEHTHOU 3KCNOo3uLUMU
Ha npumepe MeTun-Tpet-6yTUnosoro agpupa

Ana pabor no oueHke puUcKos

3aBeayoLwWmnmn OTAE/IOM XMMUKO-aHAJIMTUYECKUX METOA0B UccsieaoBaHus,
AOKTOp 6uonornyecknx Hayk YnaHosa TatbsiHa CepreeBHa

3aBeayrowmnm aboparopmen MeToaoB ra3oBoim xpomartorpadmum, AOKTOP
6Monornyecknx Hayk
HypucnamoBa TaTbsiHa BafleHTUHOBHA

®ELEPAJIbHOE BIODKETHOE YYPEXXAEHVNE HAYKWN «®EOEPAJIbHbI HAYYHDbI LIEHTP

MEOQUKO-MPO®UNAKTUYECKUX TEXHOJTIOMM YNPABMIEHNUA PUCKOB 340POBbS
HACEJIEHUSA »



KpaTkoe onucaHue metoaa Xpomarto-
Macc-CcneKkTpomeTpum

e MeTog xpomaTto-macc-cnekrtpomeTpun (XMC, '’X-MC) ocHoBaH Ha
coyeTaHun ABYX aHanNUTUYECKUX METOAOB: KanNUNSpHOU ra3oBou
Xpomatorpapum - Mmetoga Hanbornee ceneKkTMBHOro No BO3MOXHOCTU
pasgeneHns BeLeCcTB U MeTOAa MacC-CNeKTpOMEeTpUm — MeToaa
Hanboriee CeNeKTUBHOIO N YyBCTBUTENBHOIO MO AETEKTUPOBAHUIO U
CTPYKTYPHOW naeHTUuKaLmm KOMNOHEHTOB.

e B MMpOBON NpakTMKe 3TOT METOA ABNAETCH apOUTPAXHBIM
(noaTBEpXaaoLWUM) NpU MASHTUMPUKALIMK CNESOBbLIX KONNYECTB
onpeaenseMbIX BELLECTB.

e lVpeHTudukaumsa sewectsa B metoge [ X-MC npoBoanTcs no aBym
aHanUTU4eCcKUM napamMmeTpam BpemeHu yaepxmuBaHUa U macc-
CNeKTpy (B rasoBoy XpomaTtorpadum TorbKo No BpemMeHu
yOoepXuBaHug).

e B oTnnume ot Apyrux rubpuaHbIX METOA0B Ha OCHOBE
Xpomartorpaduu, 3ToT MeTo, nony4unn Hambonbllee
pacnpocTpaHeHne B M1pe B kKa4eCcTBe MeToa MacCoOBOro PYTUHHOIO
aHarnmuaa.



Xpomato-macc-cnektpomeTp Agilent
Technologies 7890A (F'’X/MC (3M1)) ¢ macc-
cenekTUBHLIM aeTektopom MSD 5975C
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NaeHTndrkaums BeinoNHEeHa Npu UCMoMNb30BaHWM CUCTEMbI ra3oBas XxpomaTorpadusa — macc-
cnektpomeTpusa (FX-MC). XpomaTtorpadunyeckoe pasgeneHue npoBogusin Ha rasoBom
xpomartorpage Agilent 7890A ¢ ucnonbsoBaHuem macc-cenekTmHoro aetektopa 5975C
ApUMeHeHneM kanunnapHou konoHku HP-BMS 30 m+0,250mm-0,25um. Mowuck

XapaKTEPUCTUYECKMX MOHOB METUM-TPET-OYTNNOBOro 3chmpa BbIMOMHANN C NOMOLLbIO HaHka
6UbnnoTekn macc-cnekTpanbHbix AaHHbIX NIST 08 L(HauMoHanNbHLIM UHCTUTYT CTAHAGPTOB

CLUA).



AKTYanbHOCTb UCCNeAOBAHUM

e MeTun-tpetbyTunosbiv agpup (MTE3) ncnonb3yerca Kak KOMMOHEHT
ABTOMO6UIbHBIX 6EH3UHOB U CIYXUT B KayecTse
Kncnopoaocoaepxaliero, BBICOKOOKTAHOBOIO KOMMOHeHTa npwu
AONyYeHUU He3STUNUPOBAHHBIX, S3KONOTUYECKMU YNCTBIX 6eH3UHOB;

e WccneposaHuamu iCTGHOBJ’ICHO, YTO Flil/l XiOHVILIeCKOM BO34EUCTBUU

® MeTuUn-TpeT-6yTUNOBLIU 3¢pUp BbI3LIBACT TAKUE 3a60N1eBaHUS, KaK
actma, ronosHas 60nb, okasbiBaeT craboe TOKCUYeCcKoe AeucTBuUe,
yrHeTarollee LieHTpasribHyHo HepBHYHO cuctemy, obycnosneHHoe
HOPKOTUYECKUM 3PDEKTOM;

® Beaylle CUCTEMOU-MULLIEHBHO NMPU XPOHUYECKOM BO3AEUCTBUMU B
ycnosusax npoussoactea MTbI asnsaetcsa penpoayktusHas cuctema
MYXYUH

Ocobyro akTyanbHOCTb B YCJTOBUAX KOMMIIEKCHOU, MHOFOKOMMOHEHTHOM
Harpy3sku cpeabl 06UTaHUA, POpMUPYEMOU BbIGpOCAMU MpeanpUaTUn
XUMUYECKOU, HeTenepepabaTbIBaroLWen NPOMBILLNEHHOCTH,
ABTOTPAHCMOpPTA NMpU peanusaumm 6UOMOHUTOpPUHIra npuobpertaeT
HaaexHas U A0CTOBepHAs UAGHTUMPUKALUS XUMUYECKUX COefUHEHUN

B kauyectBe 0653aTesnibHLIX 351eMEHTOB COBpPeMEeHHOr0 XUMMUKO - GHANMUTUYECKOro
KOHTpONA ABNAFOTCA BLICOKOUH(POPMATUBHBIE MHOrOLiesnieBbie MeTOAbL
XUMUYECKOro aHanusa, Takue Kak, Xpomato-macc-cnektpometpusa (FX-MC)



LE€JIb PpaOOThI NAEHTUENKALING HEU3BECTHBIX

OPFAHWYECKUX COEANHEHMN (Ha (pOHe CSI0XHOro cocTaea

maTpuubr 6MonorMyeckon cpeabr), OCHOBAHHAS HA
NCTTONb30OBAHWM METOLA FA3OBOA XPOMATOIPAZNN/MACC-

CTIEKTPOMETPUM C SNEKTPOHHOW MOHU3ALMEA (Ha npumepe

ANropnt™Mm naeHTMdUKaLumn BKoYasn crneagyrouine atansbi:
1. NonHoe ckaHnpoBaHne obpasua KpoBW.

2. YCTaHOBIIEHNEe XMMNUYECKOro coctaBa, CTPYKTYphlI,
XapaKkTepucTUyecknx MoHoB U macc-cnektpos MTBO no
cTaHOgapTHOMY obpasLy.

3. NoeHTndukauma macc-cnektpa MTBO ctaHgapTHoro obpasua u
ero conocTtaBfeHne ¢ Macc-cnekTpamm MmeTogom bndbnnoTevyHoro
roucka.

4. PaclumdpoBKa aKkcrnepumMmeHTanbHbIiX Mmacc-cnektpos MTBO B
obpasLe KpoBu 1 UX CONocTaBeHNne C Macc-crnekTpamm

cTaHgapTHoro obpasua.



HBeHTUPUKALUUSa XUMMYECKUX coeluHeHmd obpasla
KpoBuU

TTonHoe ckaHWpoBaHUe 0bpasua KpOBU MO BCeMYy AUANA3OHY macc.
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Puc. 1. dparmeHT XpomaTo-macc-cnekTporpammel obpasua Kposw,
cogepxawen MTBO (Bpems yaepxunsaHna 1,57 MuH)



HaeHTU@uKaLMa XUMHUYECKUX COEANHEHUU
obpasya Kposu

CKaHVpoBaHWe uccnenyemoro obpasua Kposu No BCeMy AMAMNA30HY macc
NO3BONUNO uaeHTUpUuUUposatb 10 macc-cnekTpoB OpraHUYeckux coeamHeHUn,

NHrpeoneHT PesynsraTt naeHtudmkaumm
BepoaTHOCTbL coBnageHusn, %

1. [lponaH, 2-Mmemokcu-2-memuJi (MemuJs-mpem-6ymuJsioesiu 94
3¢hup)

2. BeHson 91
3. Tonyorn 91
4. 1,3,5-unknorentapuvH 91
5. BeH3anbaerna 91
6. ®eHon 2-meTnn 86
/. BeH3nnoBbIN CrMpT 87
8. Bytnn 2-metun-nponunossin adup, 1,2- 80

BGeH30naMKapOOKCUNNLIMITOBON KACTOTbI

9. nbyTtundtanar 93

10. Bytnn 4-xnopdeHnnoBbin 3pup oTaneson KUCNOThbI 80




HHaunBuAayasibHas viaeHTuguxkaums MTbS obpasuya
KpoBu

B pexume nonHoro ckaHUposaHus obpasua KpoBu 6bINO YCTAHOBNEHO, YTO Ha MACC-XPOMATOrpamme
MUK CO BpemeHem yaepxusaHus B amanasoHe 1,55-1,65 muH, asngeTcs pe3ynbTatom B3aUMHOro
HANOXeHWs HeCKOSbKUX COeAUHEeHUN-U30MepOoB C COBMAAAFOLMMU BPpEeMEeHAMU YAEPKUBAHUS: 2 -
meTunneHTaH (Bpemsa yaepxusaHua 1,567 muH), MTBES (Bpema yaepxusaHua 1,575 muH) u 3-metun-
neHTaH (Bpems yaepxueaHusa 1,615 mun).
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Puc. 2 Macc-xpomartorpamma obpasua KpoBu, cogepxallen opraHn4eckmne
COeAVHEHUS: 2-MeTUSINEHTAaH, METUII-TPeT-OyTUIOBLIN SPUp n 3-
METUST-NEHTaH



HiHausuayanbHas ngeHtTuguxaums MTbI
obpasua Kposu
Hns ynyJweHus n yctpaHeHUs HepoCcTaTtouHOoro paspelleHus B

nuccnengosaHmUdaxX mMcnoJjib3osasim cneumanbHbie KOJIOHKU,
KOTOpbIE NO3BOJIUIIU pa3aesiuTb U3OMeEpPDLL U METUN -TPET -

TTpymeHanu ase nocneposarenbHbIe KanunnapHeie X
KOJTIOHKU: HenonapHyro ¢ paboyen XUAKOU pa3ou Ha ocHoBe
nonumeTuncunokcaHa DB-624 60mx0,32mmx1,8um m
NONApHYHO Ha OCHOBE MONUITUSEHTIIUKONS C BLICOKUM

paspeleHmem U HU3KUM npedeniom aetexktmposaHus HP-1
30mx0,32mmx0,25um.

B 3TUX ycnosuax AOCTUMHYTO ONTUMASIbHOE pasfeneHue
U30OMepPOB 2-MeTUN NMeHTaHa, 3-meTusn NeHTaHa U MeTUn-TpeT-
byTunosoro acpupa.

Bpema yaepxueaHUa meTun-tpeT-6yTUNOBOro acpupa B 3TUX
vchosuax coctasnaet 11 3 muH.



riHAuBMAyanbHas ugeHTupukaymsas MTb3
obpasya Kposu
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Puc. 3. XpomaTtorpamma obpasua kposu, cogepxaiwien MTED n gpyrue opraHnveckme
COeAMHEHNS NpU ONTUMN3NPOBAHHBIX XpoMaTorpadouyecknx napamerpax (coctaeHas
KONOHKa ¢ HenonapHou xuakou asou DB-624 60mx0,32mmx1,8um n nonapHou

Xuako paszoii HP-1 30mx0,32mmx0,25um)



HaeHTupukalms craHgaptHoro obpasya MTEI

Pesynbtater naeHTUpUKaumm ctaHaapTHoro obpasua MTB3 nossonunu
YCTAHOBUTD:!

XUMUYECKUM COCTAaB MeTUn-TpeT-6yTmunosoro acpupa (2-metmun-2-
® MeTOoKcUMponaH) oTeeYaeT popmysie CHH120;
® XUMUYECKYHO CTPYKTYpHYHO qpopmyny MTB3: CH3-0O-C(CH3)3

Puc. 3. Xumuueckas cTpykTypHas qpopmysna MTBE3

® OCHOBHbIE U noaTeepxaarowme moHsr MTED: m/z 73, 57, 41
® MAcCC-CMeKTpbI



HineHTugpuxkayums craHgaptTHoro obpasua MTLI
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Puc.4 Macc-xpomaTorpaMmmbl CONOCTaBMEHUA MACC-CMNeKTpa CTaHAApTHOro
obpasua MTBES c ero GubrnMoTeYHbIM CNEKTPOM MO XapakTEPUCTUHECKUM

noHam (m/z 73, 57, 41)



HHausuayansHas ugeHtTuguxayms MTbI

obpasya Kposu
Hanunyne Ha macc-xpomaTorpamme nuka ¢ TOMHO 3agaHHoM maccom (73) u
BpemeHeM yaepxumBaHusa (11,3 MunH) ona ndydyaemoro coegmHeHus (MTb3O)
SABMASAIOTCSA BECOMbIM [OKa3aTeNbCTBOM €ro NpucyTCTBUSA B 0Opasue KpoBu
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Puc. 5. Macc-cnexktp MTB3 obpasua kposu (a) n ero macc-cnektp (0)

N3 ONONMoOTEKN



HiHausugyasnsHaa maeHTuguxkayma MTbI
obpasya Kposu
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Puc. 6. QkcTpakumMoHHas xpoMarorpaMmma rno XxapakTepucTUYecknmM MoHam
m/z 73, 57 n 41



BbIBO/]bI

1. [Tpy aHanm3e MHOTOKOMMNOHEHTHLIX 6UOMOrMYecKnX cpes B pamKkax
BUOMOHUTOPUHIA ANS HAAEXKHOU U AOCTOBEPHOU UACGHTUPUKALUU
onpenensembIX KOHTAMUHAHTOB HE06XOAMMO BLINOSHATL XpOMATO-MACC-
CHEKTpMeTpUYecKkme UuccneaoBaHms no NOATBEpPXAeHUO COCTAaBa
onpeaensemoro coeauHeHus.

2. B npouecce 3KkcnepumeHTa yCTaHOBSEHbI ONTUMASTbHLIE YCII0BUS XpOMATO-
MACC-CMeKTPOMETPUUECKOU UACHTUPUKALUUU METUN-TPeT-0YTUNOBOro 3¢umpa:
MACC-CMNeKTpbI, MOSeKYIAPpHLIU U XapakTepucTudeckme noHet (m/z=73, 57; 41),
Bpems yaepxusaHua MTB3 (11,3 mun).

3. BoznonHeHWe xpomato-macc-cneKTpoMeTpudeckmux UccnefoBaHmnii no
NOATBEPXACHUFO UAeHTUPUKaumMm MTB3 B obpasue Kposu nNposefeHO Mo MNOSTHOMY Macc-
CMEKTPYy, KOTOPbLIA XAPAaKTEepU3yeT MOSEKYISpHYHO MACCy U MACCY OCHOBHLIX CTPYKTYpPHBIX

parmeHToB (MONeKySpHLIA UOH U NMOATBEPXKAAHOLME UOHBI) HG OCHOBAHUMU KOTOPbIX

bLN YCTAHOBMEH XUMUYECKUU COCTAB U CTPYKTYPa U3y4aemoro coeamnHeHus.

4. [ina nonHoTbI pasaeneHus uomepos u MTES npu aHanuse obpasua Kposu
WMCMONb30BANU ABe NOCseAoBaATeNbHbIe KanugpHbIe KONOHKU: HernonapHyH Ha OCHOBe
nonumetuncunokcaHa DB-624 60mx0,32mmx1,8um v nongapHyro Ha ocHose
nonuatuneHrnukona HP-1 30mx0,32mmx0,25um.

BbINOnHeHHbIe uccnenoBaHUs UCMONb30BAHLL MpU pa3paboTke MeToaa onpeaeneHus
MeTUN-TpeT-6yTUIOBOro 3¢pUpa B KPOBU AN OLIEHKU BO3ACMUCTBUS 3TOr0 COeAUHeHUa Ha
3A0poBbe HaceneHus.



BNATOAAPHO 3A BHUMAHME!



