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OnpeaeneHne KoOHUEHTpauun ¢tanatoB B 06pa3uax
rPyLeBOro CoOKa C MCNO/b30BaHMEM KBaAPYyNO/IbHOrO
Macc-geTektTopa «Maestro-aMS»
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Knroueesoie cnosa

Fa3oeasn xpomamo-macc-criekmpomempus, pmasnamel, COK, 3Konozus, iDwell®
Time, SIM Wizard?®.

Pe3rome

lpodeMOHCMPUPOBAHAO  B03MOMCHOCMb  onpedesneHUs  C/1e008biX  Koauyecms
¢manamos 8 06pasyax coka ¢ nomouwbto mMemoda GB/T 21911-2008 u
0emeKkmupoBaHUA UeseabiX KOMIMOHEHMO8 XPOMamo-mMdacc-crieKmpomMmempuyeckoli
cucmemoll Mascmpo-aMC ¢ npumeHeHuem uHcmpymeHmos «SIM Wizard®» u
«iDwell®Time».
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BeedeHue

®Tanatbl NpeacTaBAAOT COOOM rpynny BeL,.ecTs, N0 XMMUYECKOMY CTPOEHUIO ABAAIOLWMECA
adupamum  ¢TaneBoM  KUcNoTbl  (Anankunosble Anbo  ankunapunosbie  apupbl  1,2-
6eH30naMKapbOHOBOW KMCNOTbI). BAarogapa cBOMM CBOMCTBAM M HU3KOM CTOMMOCTH, a TaKKe paay
nonesHbIX CBOMCTB PpTanaTbl NOBCEAHEBHO UCMNONbL3YIOTCA B NPOMbIWAEHHOCTM, B YAaCTHOCTM 3TOT
XMMUYECKMIA KOMMNOHEHT BXOAMUT B OCHOBHOM COCTaB MHOTMX U341 U3 NNACTMKA. ITO 3HAYUT, YTO
Mbl KOHTaKTUpyem ¢ dTasaTaMu exe[HEBHO, @ OHW MPeACTaBAAOT COOON rpynny XMMUYECKUX
BELLEeCTB, AENCTBME KOTOPbIX CBA3bIBAKOT C HAHECEHMEM Bpeaa OpraHuamMmy 4yenoBeKka. PranaTsl,
UMUTUPYIOLLME CTPYKTYPY 3CTPOreHa, MOTyT Bbi3blBaTb HapyWeHWA B 3HAOKPUHHOW cCUCTeMme.
NccnepoBaHMA, NpOBOAMBLUMECA HA MKMBOTHbLIX M NOAAX, AO0KA3bIBAOT, YTO ¢pTanaTbl CNOCOO6HDI
0CNabnaTb AENCTBME TECTOCTEPOHA — OCHOBHOIO MYMKCKOFO rOPMOHA MO3BOHOYHbIX U YENOBEKA,
cTMmynunpytowero GyHKUMIO MYXKCKMX MNONOBbIX OPraHOB W pa3BUTME BTOPUYHbLIX MNONOBbIX
npusHakos [1, 2, 3].

lasoBaa xpomatorpadma C Macc-CeNeKkTMBHbIM  aeTektopom (MX/MC) sasnsetcs
OMTMMANbHbIM MHCTPYMEHTANIbHBbIM pPeLleHneM A1A aHaAM3a OCTATOYHbIX KoAuMyecTs (pTanartos.
la30BbI XxpomaTorpad pasgensaeT aHa/NUTbl, B TO BPEMA KaK CeNeKTMBHaAa CnocobHOCTb macc-
AEeTeKTopa MO3BO/SAET MOJy4aTb CWUMHAJM, KOPPEMPYIOLWMUIA C KONMYECTBOM WHAUBUAYANbHbIX
$TanaToB M MaKCUMaNbHO HAAEKHO UX UAEHTUPULMPOBATL HA HU3KUX YPOBHAX KOHLLEHTPALMNA.

BarKHbIM yCcnoBMem ABNAETCA TaKXKe MCNONb30BaHWE KaMWANAPHOM KOJIOHKU OJ/IMHOU He
meHee 30 meTpoB A/A XOpolero Xxpomartorpaduyeckoro pasgeneHna nukos ¢ranatos. B
NPOTUBHOM C/yvae, CTPYKTYPHOE CXOACTBO MeXAy dTanatamu MOXKeT chenaTb CneKkTpasibHyHo
NOEHTUOMKALMIO N KOSIMYECTBEHHYIO OLLEHKY OTHOCUTE/NIbHO C/IOXKHOW Mpoueaypon. B yacTHocTw,
MHoOrne ¢Tanatbl MMET OO BbICOKOMHTEHCMBHbBIN MOH C Mmacco 149 a.e.M., YTO 3aTpyaHAeT
NAEHTUPUKALUIO U KOSIMYECTBEHHYHO OLEHKY BCEX KOMMOHEHTOB CMECU B C/lydae HepasaenéHHbIX
nuKos GTaNaToOB Ha XpOMaTorpamme.

B HacToAwel cTaTbe NPOAEMOHCTPUPOBAHA BO3MOXKHOCTb MPUMEHEHMA MEeTOoAa ra3oBoM
XpomaTtorpadumm — macc-CnekTpoOMeTpun ANA aHaan3a cnefoBbiX KoAnyecTs GpTanaTtos B rpyLieBom
COKe, Mpu XpaHEeHUM COKa B Pa3/INYHbIX TUNAX YNaKOBKMW.

IKcnepumeHmManbHaAA 4acmeo
Mamepuanei u Memoobl
Bce MCNoJZib3yemMble B SKCNEPUMEHTE peareHTbl UMenu KﬂaCCMd)MKaLI,M}O, Kak 0cobo 4ncrble

nnn HPLC grade. CtaHaapTbl pTanatos 6bian NnpuobpeteHbl B KomnaHuu Restek n npeacrasnsanm
coboit cmecb C 04MHAKOBbIMM KOHLEeHTpauuamm 1000 ug/mL Kaxaoro komnoHeHTa (Restek, Cat.#
33227).

B KauecTBe 06beKTa UCCNeA0BaHMA UCMO/b30BaAN 06pasLbl rPyLIEBOro COKa B Pa3INYHbIX
TMNaxX YNaKoBKW, KyMJeHHble B MECTHOM CcynepmapKeTe M MNOAroTOB/NEHHble COrnacHoO
MeToAMYECKMM pekomeHaaumam GB/T 21911-2008 [4].

Taba. 1. MNapamempbl UHCMPYMeEHMANAbHO20 Memoda.

UHncmpymenmapuii «Maestro-aMS»

Ucnapumens Split/Splitless (liner: Topaz 4.0 mm ID Straight Inlet Liner)

Xpomamozpaguyeckas KOMOHKA Rtx-5MS (30m x 0.25mm; 250um)

SKcnepumeHmManbHble HACMPOUKU

06Bém npobei 1 mKn




CoomHouweHue deneHus npoboi Splitless, Purge Time = 0.7 min, Purge Flow = 50ml/min

t° ucnapumens 250°C

Pexcum moka 2a3-Hocumens Pexkum Constant flow

60°C (1,0 muH); 20°C/mnH o 220°C (1,0 mun);

Mpaduerm t° neuu
5,0°C/muH go 280°C (4,0 muH)

Tun u ckopocme 2a3a-Hocumernsa (He) 1,0 mn/muH

t° uHmepdgpelica MC 280°C

Ycnoeus demekmupoeaHus

McmoyHuk uoHu3ayuu U (El)

t° ucmoyHuka 240°C

3adeprcka pacmeopumens 250 ceK

Pextumbl cCKQHUPOBAHUSA SIM (cm. HUXKe) Ha ocHoBe UHCTpymeHTa SIM Wizard®

Pexum iDwell® Time, ana 10 cnekTpoB/cek, Kpome rpynnbi
Mapamemp «Dwell Time» Ne 11, rae ncnonb3oBanAn CKOPOCTb cbopa AaHHbIX 8

CMeKTPOoB/ceK (CM. PUCYHOK ).

B npouecce NoAroToBKM MHCTPYMEHTANIbHOrO METOAa CKAHMPOBaHMA NPO6bI CNONb30BaNM
NPOrpPammHbI  MHCTPYyMeHT «SIM Wizard®» ana aBTOmMaTUYecKoro onpegeneHua Haubonee
MHOOPMATMBHBIX WMOHOB B XOAe NOCTPOEeHUA nporpammbl SIM-3KcnepumeHTa, Ha OCHOBE
cobpaHHbIx paHee gaHHbix SCAN asKkcnepumeHTa. Takke, obpawany BHMUMAHME Ha MOJy4YeHUE
MaKCMMaNbHOM YyBCTBUTENIbHOCTM CUCTEMbI, ANS 3TOrO0 Mcnonb3oBanu anroputm iDwell®Time,
KOTOPbIA MO3BOMIMAI pPAcNpeseninTb LefeBble COegMHEHMA B OTAE/IbHble CEerMeHTbl C LEeNbio
NMONYYEHMA ONTUMA/IbHbIX BPEMEHHbIX MOKasaTenei CKaHUMPOBAHWA KaXKkAoro WoHa. Takue
BCMOMOraTe/ibHble  WMHCTPYMEHTbl B  COBOKYMHOCTM MO3BOAMAM  NOJAYYUTb  MAKCUMMaASbHO
WHTEHCUBHbIA CUIHAM BCEX MCKOMBIX MAcC M aCMMMETPMUUYHOCTb MMKOB, C AOCTAaTOYHOM CTaTUCTUKOM
OAHHbIX AaXKe HA HU3KMUX KOHLLEHTPaLUAX.

lpobonodzomosKa

lpylIeBON COK W3 MECTHOro cynepmapkeTa O6bln MPUroToBAEH COrlacHO npoueaype
npobonoarotoskn metoga GB/T 21911-2008.

[Nna BblAENEHUA UCKOMbIX BELLECTB MPUMEHAIN SKCTPAKLMIO FeKCAaHOM, B YaCTHOCTU 5 mn

COKa NepeHOCHIN B OTAENbHYIO CTEKASHHYIO KOOy 06bEmom 10 mA, nocne Yero B COK BHOCUAM 2
MA rekcaHa. Mpoby BcTpaAxuBanu Ha weikepe (Vortex) B
TeyeHne 1 MUHYTbI U AONONAHUTENIbHO LLeHTPUYrnposanm
(3 muHyTBbI, 2000 rpm). Aanee cmecb ocTaBasAAMN Ha 10 MUH
n nocne otbmpann 1 mn rekcaHa B xpomatorpaduyeckyto
BMany  A4na  nocaeaylowero  aHaavMsa  MeToaoMm

CENEeKTUPOBAHUA BblAeNEHHbIX MOHOB (SIM).

>' Puc. 2 Skcmpakm ¢pmanamos u3 2pyuieso2o coka rnepeo

cmadueli xpomamoepaguyeckoeo paszdeneHus, Macc-

crnekKmpomempu4eckozco 0€mEKmUp060HUﬂ.



Tabnuia 1eneBbIXx HOHOB, COOTBETCTBYIOIIMX HCKOMBIM COSMHEHUSIM, TIPE/ICTABIICHA B Ta0IHIIE 2.

Taba. 2. BpemeHa 3noupoeaHua UCKOMBbIX MUKO8 U napamempbl UX CKAHUPOBAHUA

Ne CoeguHeHune RT, mun | Quantifier | Qualifier | Qualifier
lon lon1 lon 2

1 Dimethyl phthalate (DMP) 7.71 133.1 77.1 163

2 Diethyl phthalate (DEP) 8.57 150.1 177.1 149.1
3 | Di-iso-butyl phthalate (DIBP) 10.25 150.1 149.1 223.2
4 Di-butyl phthalate (DBP) 10.97 150.1 149.1 223.2
5 bis(2-methoxy ethyl) phthalate (DMEP) 11.34 149.1 59 76.1

6 | bis(4-methyl-2-pentyl) phthalate (BMPP) | 12.01 167.1 149.1 251.2
7 bis(2-ethoxy ethyl) phthalate (DEEP) 12.37 721 149.1 176.1
8 bis(n-pentyl) phthalate (DPP) 12.72 149.1 237.1 150.1
9 | Dihexyl phthalate (DHXP) 14.83 149.1 251.1 150.1
10 | Benzyl Butyl phthalate (BBP) 15.015 149.1 91.1 206.1
11 | bis(2-n-butoxyethyl) phthalate (DBEP) 16.4 101.2 149.1 176.1
12 | Dicyclohexyl phthalate (DCHP) 17.12 149.1 167.1 150.1
13 | bis(2-ethylhexyl) phthalate (DEHP) 17.27 279.1 167.1 149.1
14 | Diphenyl isophthalate 17.482 225.1 77.1 153.1
15 | Di-n-octyl phthalate (DNP) 19.65 279.1 150.1 149.1

Pe3ynomameol u 0bcyxcdeHue

JINHENHOCTb

KonnuectseHHoe onpegenerHune ¢TanaTos NPoBoANAN METOAOM abCONOTHOM KaNBpPOBKM.
KannbpoBouHble KpuBble BblI NOCTPOEHDbI MO 7 TOYKAM C KoHueHTpauunamu: 10 ppb — 20 ppb — 50
ppb — 100 ppb — 200 ppb -500 ppb — 1000 ppb cooTBeTcTBEHHO. B npouecce noctpoeHus
KanMbpOBOYHOM KPUBOW UCMONBb30BANN AUHEUHYIO KPUBYO, LONONHUTENBHO NPOXOAALLYIO Yepes3
HO/Ib, B LeNSIX BbIYMCNEHUA 3HAYEHUIN NNOLLAAEN NUKOB, NEXKALMX HUXKE NepBoi KanmbpoBOYHOM
TOUYKU. TOYKM C HU3KMMU KOHLEHTPALMAMM UHKEKTUPOBAAN B TPEX nosTopHocTAx (10; 20; 50 ppb
COOTBETCTBEHHO), OCTa/ibHble KOHUEHTPAUMU MHMKEKTMPOBA/NM B ABYX MOBTOPHOCTAX. TaKum
obpasom B pacyéT npuHUManu 17 KanubpoBO4YHbLIX TOYEK. Bce MCKOMble coeguHeHUAa umenu
NNHENHble KannBpPoBOUHbIEe KO3PDULMEHTbI C NOKA3aTENAMM JOCTOBEPHOCTM annpoKkcMmaumm R? >
0.98 - 0.99.

Ha pucyHke 4 npeactaBneHa KanmbpoBOYHbIe 3aBUCMMOCTU A/1A HECKOJIbKMX KOMNOHEHTOB
CTaHAAPTHOM CMeCH.



Puc. 3. Macc-xpomamoepamma cmaHOapmHoli cmecu omanamos (KoHueHmpauusa 1000 ppb).
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Puc. 4. /luHeliHble 3a8UCUMOCMU HEKOMOPbIX (hmManamos.
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Di-butyl phthalate (DBP) bis(2-methoxy ethyl) phthalate (DMEP)
= Bis(2-methoxyethyl) phthalate Quantitat =
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Ob6cyKaeHUe pe3ynbTaToB
Pe3ynbTaTbl 3KCNEpMMEHTA NOKA3a i1, YTO METOAMKA NO3BONAET IKCTParnposatb ¢pTanaTol, a

MacCC-CNEKTPOMETPUYECKAA CUCTEMbI AETeKTUpoBaTb ¢TanaTtbl, [a*Ke Ha YPOBHE CNeAo0BbIX
KOHUEeHTpauuin. KoapodnumeHTbl Koppenaumm KaanbpoBOYHbIX KPMBbIX MO3BOMAKOT BbINOJHATH
3KCNepMMeEHTbI B 60/1bLLIOM KOHLLEHTPALMOHHOM Anana3oHe.

CopepkaHma $TanaToB B 3aBUCMMOCTM OT TUMNA YMAKOBKWU MpeacTaB/ieHbl B Tabauue 3.
Hanbonbliee KonnmyectBo $pTanaToB 6bII0 AETEKTUPOBAHO B COKE, KOTOPbIA XPaHW/CA B CTEKAe.
MOXHO caenatb NPeAnosioXKEeHWe, YTO TaKoe MOBbIWEHHOE COoAEep)KaHMe  BbI3BAHO
npeABapuUTeNbHbIMU CTaAUAMM NOATOTOBKM NPObbl A0 pa3/inBa B CTEKAAHHYIO Tapy. Eweé oaHum
BAPUAHTOM MOXeT OblTb MCNONb30BaHME MaTepuanoB MOBEPXHOCTU KPbIWKK, KOTOpAs TaKKe
MOXKeT ObITb M3roTOB/IEHA M3 MaTepuana coaeprkalan Granatol.



Tabn. 3. Peaynbmamel uzesevyeHus gomaanamoe e obpasyax coka 2pywu, n2/mkn (ppb).

CoepguHeHue
Cmekno MnacTuk KapToH donbra
DMP 13.67 0.40 10.63 0.00
DEP 1.46 0.53 0.73 0.55
DIBP 1.44 2.92 0.53 0.56
DBP 4.26 1.05 0.63 0.36
DMEP 0.00 0.00 0.00 0.00
BMPP 0.00 0.00 0.00 0.00
DEEP 0.00 0.00 0.00 0.00
DPP 1.38 0.23 0.33 0.00
DHXP 0.43 0.00 0.00 0.00
BBP 0.00 0.00 0.00 0.00
DBEP 0.00 0.00 0.00 0.00
DCHP 0.00 0.00 0.00 0.00
DEHP 7.56 1.83 1.60 1.27
Diphenyl isophthalate 0.00 0.00 0.00 0.00
DNP 0.00 0.00 0.00 0.00
BbigoO0bI

BbinoNHEHHbIE UCCNeAO0BaHMA MOKA3bIBAKOT, YTO MacC-CNeKTpoOMeTpuyeckaa cuctema
MaacTpo-aMC no3BoAseT No/y4aTh HaAEKHbIE Pe3ynbTaTbl U MPOBOAMTb ObICTPbIN, KAUECTBEHHDbIM,
a TaKKe KONMYECTBEHHbIM aHanu3 ana onpeaeneHns Gtanatos B ob6pasuax roToBon npoayKkumu.
BO3MOXHOCTb MCNONb30BAaHWA MACC-CNEKTPOMETPUYECKOM CUCTEMbI B pPeXume CceneKkuuu
BblAE/IEHHbIX MOHOB MO3BOJIAET CBECTU K MUHUMYMY CTaAMKM OYUCTKM Npobbl M MPOBOAUTH
ONepaTMBHbIN SKCNPECCHLIV KOHTPO/Ib aHAIM3MPYEMbIX OOBEKTOB C BbICOKOW YyBCTBUTE/IBHOCTLIO U
TOYHOCTbIO.
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