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PaGora nocasileHa XpoMaTo-Macc-CeKTPOMETPUUECKOMY OIPENEICHUI0 MOJIMapOMaTUYeCKUX YTIJIeBO-
noponos (ITAY) B mouBax M JOHHBIX OTJIOXKEHUSIX C TPUMEHEHUEM MTPOOOTIOATOTOBKY C U3BJIEYEHUEM aHa-
JINTOB B paCTBOPUTEIb U OTHOBPEMEHHOI OYMCTKOI 9KCTPAKTOB MOCPENCTBOM AUCIIEPCUOHHOIN TBEPIO-
daznoii akcrpakuuu (QUEChERS). O6bekTamu ucciaenoBaHus CIYKWIM 00pa3libl TTecKa, CYTJTMHUCTBIX
MOYB M WJIMCTBIX JOHHBIX OTJIOXEHMI, a aHamutaMu — 20 TTAY. /11 MUHUMM3aluy BAUSHUS MaTPUIHBIX
3(dHeKTOB ONTUMU3NPOBAHBI YCJIOBUSI TPOOOITOATOTOBKY, U3YUYEHO YJIBTPa3BYKOBOE BO3JEICTBUE HA U3-
BiedeHue aHauTOB. CrenieHb u3BneueHus [TAY 13 necka v MIMCTHIX JOHHBIX OTJIOKEHWI BapbUpOBaja B
npenenax 80—105%, cymmuHucThIX TIouB — 60—99%. Nnentudukanuio n onpenenenne [MAY npoBomuim
METOIOM Tra30BOM XpOMAaTO-MacC-CIEeKTPOMETPUM C ACTEKTUPOBAHMEM aHAJIUTOB B PEXUME 3aJaHHBIX
noHoB. [TokazaHo, uto npo6ormnoaroroska o texunuke QUEChERS cnioco6cTByeT 60Jiee 1IUTeTbHOM 9KC-
IUTyaTali 000pyJOBaHUSI ¢ COXpPAaHEHMEM YYBCTBUTEIbHOCTU NETEKTUPOBAHUSI aHAIUTOB. MeToauka
anpobupoBaHa Ha oOpasIle TMOYBBI, OTOOpPAaHHON Ha TeppuUTOpMU TaMaHCKOTO TepMHMHAJa HaBAJIOYHBIX
IPYy30B.

KumoueBbie ciioBa: nmojimapoMaTuyeckue yriieBoaopoabl, TBepaodasHas akecrpakuusi, QUEChERS, npo6o-

ITOrOTOBKA.
DOI: 10.31857/5S0044450222050164

OnpeneneHue TOJULIMKINYECKUX apoMaTuye-
ckux yriaeBomoponoB (ITAY) oTHocuTcs K 4YuCIy
MPUOPUTETHBIX 3a1a4 IKOJOTUYECKOTO MOHUTOPUH-
ra, MOCKOJIbKY 3TU TOKCUKaHThI 00JI1aatoT KaHLIepo-
TeHHOM, MyTareHHOM 1 TepaTOreHHO aKTUBHOCTbIO
[1]. K mpupoaHbIM uctouHukaM noctyruieHus: [TAY
B OKPY>KalOIIIYI0 Cpely OTHOCSTCS U3BEPXKEHUS BYJI-
KaHOB, JIECHbIE TTOXaphl, TOPIOYME UCKOTIAEMbIE, OHU
0o0pa3yroTcsl Mpu MPOTeKaHUU OMOTEHHBIX IMPOIEC-
COB, MPU HU3KOTEMIIEpaTypHOM W3MEHEHWMU opra-
HUYECKUX MOJIEKYI [2]. AHTpOIIOreHHbIC UCTOYHUKH
ITAY — cxuranue MOOJIWUMEPHBIX MaTepuaaoB, WX
TepMUuuecKas aerpajaiusi, AesaTeJbHOCTb nepepada-
THIBAIOLIUX TIPEANPUITUI, BBIOPOCHI aBTO- U aBUa-
TpaHcHoprTa [3].

HaunOonee HamsinHBII ITOKa3aTesb 3arpsiI3HEHHO-
CTU OKpyxXarollleil cpenbl — KoHUeHTpauus 1TAY B
MOYBaxX U IOHHBIX OTJIOXEHUSIX, 00JIalatolIuX BbICO-
KOM aKKyMyJMpYIoIIei crmocodHocThio. OOBIYHO Ha
conepxanue IIAY aHanM3WpylOT IOBEPXHOCTHBIC
CJIOU TIOYB, C YBEJIMYEHHWEM IIIYOUHbI TTOYBEHHOTO

npoduiIsd MX KOHILIEHTpalus 3aMETHO CHMKACTCS.
Nmvmoomnmmzanusg [TAY mouBamMm oOycioBiieHa WX
OpraHMYeCcKOil 4acThblo, B TOM UYMCJI€ TYMUHOBBIMU
BEIECTBAMM, CIOCOOHBIMU K CBSI3BIBAHUIO THAPO-
(GOOHBIX COEMMHEHUI 3a CUET T—TT B3aMMOJICHCTBUI
MEXIYy UMEIOIIMMUCS apoOMaTUYeCKUMU (hparMeHTa-
mu [4]. Kontponb ITAY B TOHHBIX OTJIOXXEHHUSIX SIB-
JISIETCSI HEOTHEMJIEMOM YaCThIO 9KOJIOTMYECKOT0 MO-
HUTOPUHTA BOIHBIX CUCTEM BBUIY HU3KOI pacTBO-
pPUMOCTH JAaHHBIX coeduMHeHUiA B Bome. IIAY
MPaKTUYECKU KOHCEPBUPYIOTCS B JOHHBIX OTJIOXECHM-
sIX, TaK KaK OHM B OCHOBHOM HaXO[STCSl B arperupo-
BaHHOM BHJI€ Ha ITOBEPXHOCTHU PA3JIMYHBIX B3BEIICH-
HBIX, CO BpeMEHEM OCEIAIONINX MUKpPOJacTHII [5].

Hns onpenenenns [TAY B 00beKTax OKpyKaromiei
cpelbl TPUMEHSIIOT METONIbl BBICOKO3((heKTUBHOI
KUIKOCTHOM [6—8] m ra3zoBoii [9, 10] xpomaTorpa-
¢umn. [Iag nocToBepHON NACHTU(GUKALINN U OIIpene-
neHus ITAY B aHaIUTHUUYECKOI MpaKTUKE UCIIOJIb3Y-
IOT pa3JIMYHbIC CIIOCOOHI IeTEKTUPOBAHMS aHAJIUTOB,
OOHMM U3 KOTOPBIX SBJISICTCS ra3oBasi XpOMAaToO-
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macc-cnekrpomerpus (I'X-MC) [11]. Mcmonns3oBa-
Hue I'’X-MC B pexxume 3agaHHbIX HOHOB (SIM) 1103-
BOJISIET CHU3UTh BIMSIHUE MATPUILBI U TTOBBICUTD MH-
TEHCUBHOCTH CUTHAJIa, a IPUMEHEeHIEe KaITMUIIPHBIX
KOJIOHOK CIOCOOCTBYeT 3(P(PEKTUBHOMY pasaeiie-
HUIO OJIM3KMX MO CBOMCTBAM M3OMEPHBIX COEIV-
HEHUIA.

Hns n3snedeHus: ITAY u3 mouBeHHOI MaTpUIIbI
TPaIULIMOHHO MCIOJb3YIOT anrmapar Cokciera, on-
HaKO JTaHHBIN CIOoco0 2KCTpaKlMu BeCcbMa MpoIoJ-
KUTEJIEH, TPeOyeT OOJIbIINX PACXOI0B PACTBOPUTEIIS
[12]. I3BecTHBI TaK:Ke albTepHATUBHBIC METOIEI M3~
BJICUEHUSI aHAIIUTOB, 00JIee SKCIIPpEeCCHBIE 1 TPEOyIO-
1IIMe MEHBIIIETO pacxo/la peareHTOB: YJIbTpa3ByKoBasi
(¥3) [13] 1 MukpoBoJIHOBasI 3KcTpakius [14], xun-
KOCTHAasi KCTPaKIIUs IO 1eCTBUEM BbICOKOTO 1aB-
JneHus [15], cBepxkputudeckas (parouaHas 3KCTpak-
g [16], skcTpakiuus cyoOKpuTHIecKoit Bogoii [17],
JNUCTIEPCUOHHASL XUIKOCTHO—XWJIKOCTHAs MUKPO-
aKcTpakius [18].

IMpucyrcrBre B MaTpuliaX MOYB U JOHHBIX OTJIO-
JKEHUI IIUPOKOTO CIIEKTpa OpraHUYEeCKUX BEIIECTB
YCIOXHSIET NeTEKTUPOBAHUE, TIO3TOMY, HAPSIy C OM-
TUMU3aluei ycaoBuit 3¢GeKTUBHOTO U3BICYSHUS U
KOHIIEHTPUPOBAHUSl aHAJIUTOB, 0CO00€ BHUMAaHUE
HEeoOX0ANMO YAEIITh OUMCTKE IKCTPAKTa OT KOMITO-
HEHTOB MaTpUIIbl, MeIIAIINX MPOLeAype aHaIu3a.
TeepnodasHas skctpakiust (TPD) aHaIUTOB ITyTEM
UX pacnpeaeaeHus MeXKIy TTOABUKHONM Y HETIOJBUK-
HOM (hazaMM MO3BOJISIET pellaTh 3Ty Impoodiemy [19].
Bapwsupys maTepuman copoeHTa M CUCTEMY PACTBOPHU -
tenei ipu TDD MOXHO TOOUTHCS BBICOKOM 3P dek-
TUBHOCTU OYMCTKU DKCTPaKTa W U3BJCUCHUS lielie-
BbIX KOMITOHEHTOB. /11 OUMCTKM TMOYBEHHBIX DKC-
TpaKTOB Npu onpeaeieHuu ITAY mmpoko mpuMeHsIIoT
cwmkarelib [20] i ero cMecu ¢ ApyruMH COpOeHTA-
MU, HaIIpuMep OKCuaoM amoMuHus [21]. s atnx ke
LeJeil UCMONb3YIOT MOIUMUIIMPOBAHHBIM OKTaze-
uwibHbIMU rpynnamMu (Cg) CWIMKareib, €ro 00bIYHO
COYETAIOT C IEPBUYHBIM 1 BTOPUYHBEIM aMUHOM (PSA)
[22]. YkazaHHBIE COPOEHTHI TaKXKe MOXKHO MCITOJIb30-
BaTh CAMOCTOSITEJIbHO [23], B HEKOTOPBIX Cydasix IJist
9TUX LeJiel MPUMEHSIOT JUAaTOMOBYIO 3EMJIIO, K-
HONTUJIONUT U Gyiopucul [24].

INepcrieKTUBHON TEXHUKOM ITOATOTOBKHU MOYB SIB-
nsetcss meton QUEChERS (Quick, Easy, Cheap, Ef-
fective, Rugged, Safe — ObICTpO, MpoOCTO, AEIIEBO,
a(ppeKTUBHO, HaAeXKHO, Oe3omacHo) [25], mpenmo-
JIaralolluii M3BJICYECHNE aHAJIUTOB B PACTBOPUTE/Ih B
MPUCYTCTBUM BbICAUBaTeleidi U TMOCHEAYIONIYIO
OYMCTKY DKCTPAKTOB ITOCPEACTBOM IUCIEPCUOHHOMI
TBepaodasHoii akcrpakuuu [26]. Criocod muMpoKo
MIPUMEHSIOT IIPU IIPOBEACHUN 3KOJIOTUYECKOIO MO-
HUTOPUHTA, OH 00JIaaeT BHICOKOM ITPOU3BOIUTETb-
HOCTBIO, 3(P(PEKTUBHOCTHIO U CTAOMIILHOCTHIO. Me-
ton QUEChERS mno3BosisieT u3BieKaTh aHAJIUTHI U3
00pa3loB CO CIOXHBLIMU MAaTPULIAMU 324 CUET BBEIE-
HHS COOTBETCTBYIOIIETO COPOEHTA JTMOO CMECH COp-
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OEHTOB B BKCTPAKT U pacIpeaeiieHIsI KOMIIOHEHTOB
9KCTpaKTa MEXIy IBYMs HeCcMelluBaloluMucs da-
3aMM B 00Opa3oBaBIlIeiics IUCIepCHOM cucteMe [27].
JucneprupoBaHue cCOpOeHTA B MATPUILy 0Opa3iia mo-
CPEICTBOM IepeMeIlBaHNsI, BCTPSIXMBAHUSI, 3aBUX-
peHUS INOO YIBTPa3ByKOBOI'O BO3IEiICTBUSI IPUBO-
IUT K YBEIWYCHUIO ITOBEPXHOCTH €T0 KOHTAaKTa C
COpOMPYEMBIM BEIIECTBOM, UTO CITOCOOCTBYET ITOBHI-
IIEHUIO CKOPOCTH MAaCCOOOMEHHBIX IIPOLIECCOB U
OBICTPOMY YCTaHOBJIEHUIO MexK(a3HOTO PaBHOBECHSI
[28]. Ucnonb3oBaHue quicnepcrioHHoit TMD B meTo-
ne QuEChERS no3BonseT CHU3UTh 00BbEM UCIIOIb-
3yeMbIX PEareHTOB M COKPAaTUTh BpeMsl aHajlM3a B
CpaBHEHUU C TUMHAMMYECKHUM PEXMMOM COPOLIMOH-
HOM OYMCTKH 3KCTPAKTOB.

Llenp naHHOTO McCCaeNOBaHUS — XPOMaTO-Macc-
crieKTpoMeTpuueckoe onpeneneHue [TAY B mousax u
JIOHHBIX OTJIOXKEHUSIX PA3JIMYHOTO TUIIA C PUMEHE-
HHUeM npobdonoaroroBku 1mo texuuke QUEChERS.

BKCITEPUMEHTAJIBHAA YACTDb

O0beKkTbl HCCHeIoBaHMii. VIcronb3oBalIu peajib-
Hble BO3yITHO-cyxue obpasiibl necka (Temprokckuit
3aJIUB), CYIJIMHUCTBIX TIOYB M WJIMCTBIX TOHHBIX OT-
noxeHuit (KynukoBo-KypuaHckas rpynmna auma-
HOB, TeMpIOKCKU1 paitoH), oTOOpaHHbIE TTPU PO 3-
BOJICTBEHHOM 3KOJIOTMYECKOM KOHTpPOJIE JULEH3U-
oHHoro yyactka OOO “HK “IIpuazoBHedTh”, a
Takxke obpa3zell MoUBbl, OTOOPaHHbIN HAa TEPPUTOPUU
TamaHckoro TepMrHaia HaBaJTOYHbBIX TPY30B.

Marepuaasl M peakTuBbl. Vcmoib3oBaau KOM-
TUIEKT WHIMBUIYAIBHBIX CTAaHIAPTHBIX 0Opas3lioB
npeanpusatus (COII) cocraBa pactBopoB ITAY B
aneToHuTpwiIe, Bkmodapmuii HapraauH (COII
0109-03), 2-metunHadranuxa (COIT 0101-03), ame-
HadTtwieH (COII 0101-03), oudenun (COIT 0107-03),
anerHagren (COIT 0103-03), dpayopen (COIT 0113-
03), denanrpen (COII 0111-03), anrpauen (COII
0102-03), dayopanten (COII 0112-03), mupen (COIT
0110-03), 6ens[a]anTpauen (COII 0105-03), xpuzen
(COIT 0114-03), 6ens|b]dmayopanten (COII 0115-03),
6ens[a]mupen (COIT 0106-03), 6ens|k]diyopanteH
(COIIT 0116-03), qubens|a,h]antpauen (COIT 0108-03),
6ens|g,h,ijmepunen (COIT 0117-03) (HITO “Dxpoc”,
Cankr-IletepOypr, Poccus). Takke MCHOIb30BaIU
aHaMTU4YeCKHe cTaHaapThl 6eH3[e|muper (CAS 192-
97-2) u unaeHo[1,2,3-c,dlnupen (CAS 193-39-5) B
nukiorekcaHe u tpudeHusieH (CAS 217-59-4) (Sig-
ma-Aldrich, CIIIA).

st aHaIM3a UCCIIEAYEMBIX OOBEKTOB UCIIOIb30-
Bau atteToHUTPUI 99.9% mst BOXKX (Sigma-Aldrich,
CIIA), cunukarens “Sorbfil”, dpakuumsa 5—50 mMxm
(000 “Umun”, Poccus).

IIpoGonoaroroBka. JIyisi yCTAaHOBJICHMUSI ONTHU-
MaJIbHBIX YCJIOBUIA MPOOOMOATOTOBKU IO TEXHUKE
QuEChERS « HaBecke 0.5 r oOpa3na no4Bbl (IOH-
HBIX oT1okeHui) ripubasisin 0.05—0.3 r cuukare-
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11 1 1 Mo auetoHuTtpuiaa. IloaydeHHyI0 cMech MH-
TEHCUBHO BCTPSIXMBAJIU B TeUEHUE S MUH, TTOCJIE 3TO-
ro mpoOy noapeprain Y3-o6paboTke reHepaTopoM
YIBTPa3BYKOBBIX KojieOaHuit (Y3-BaHHA) C Y4aCTOTOM
uznyyeHus 35 kI (Cancdup, Poccus) B TeueHue 5—
30 mMuH oo MHTeHcuduKauuu u3BiiedeHus: ITAY.
3aTeM B TeYeHME 5 MUH LIeHTpH(YTripoBaaId CMECh Ha
neHTpudyre Mini Spin plus (Eppendorf, I'epmanus)
MpU CKOpOCTH BpaiiieHust poropa 10000 06./mMuH, no-
cJie Yero IMepeHOCHIN 3KCTPAaKT B BUALY IJISI XpOMa-
TorpacdpupoBaHMsl.

Xpomaro-Macc-crnekTpoMeTpudecKuii anamms. s
XpoMaTorpaduuecKux ncciaeaoBaHui UCTIOIb30BaIN
CUCTEMY, COCTOSIIYI0 M3 Ta30BOro xpomarorpada
GC-2010 Plus ¢ xBaplieBOI KaITMJUIIPHOM KOJIOH-
Koit Zebron ZB-5MS (mmuHa 60 M, BHyTpeHHUI Tra-
MeTp 0.25 MM, TONIIIMHA TOHKOTO ¢J1osT 5% ToMcu-
napwieH + 95% numeTuianoaucuiaokca 0.25 MKM) u
MOHOKBAJIPYIIOJIbHOTO MAacC-CIEKTPOMETPUUECKOTO
merekropa GCMS—QP2020 (Shimadzu, fmonus).
s maeHTHdUKAMM KOMIIOHEHTOB TTPUMEHEHSIIN
WHTETPpUPOBAHHBIE OMOIMOTEKN MacC-CITeKTPOB Wi-
ley8 — Mass Spectral Library u NIST-17.1. Xpomaro-
rpacdupoBaHre BKCTPAKTOB OCYIIECTBISUIM B ONTHU-
MU3NpOBaHHLIX 1715 onpenencHus 20 [TAY B mouBax
¥ JOHHBIX OTJIOXEHUSIX yCaoBusXx [ 18] (Tadu. 1). Xpo-
MmartorpamMma cMmecu uccienyeMbix IIAY ¢ KoHleH-
Tpaumeil kaxaoro u3 Hux 200 Hr/MJ1, moJy4yeHHas B
peXuMe 3aJaHHbIX MOHOB, TIpeAcTaBieHa Ha puc. 1.

st oripenenenus ITAY B aHanmm3upyeMbIx oOpas-
1ax CTPOWJIM IpaaydpOBOYHBIE 3aBUCUMOCTHU C MC-
nojib3oBaHueM pacTBopoB ITAY ¢ KoHLIeHTpauusIMu
kaxxmoro 500, 250, 200, 150, 100, 50, 10, 5, 2.5, 2, 1.5,
1, 0.5, 0.2, 0.1 Hr/MJI, IPUTOTOBJICHHBIX TTOCIEA0Ba~
TEeJIbHBIM pa30aBieHWeM CMeCU WHAWBUIYaTbHBIX
I1AY. Paccuntannbie K03 GUIIMEHTHI aIlIIpOKCHUMa-
1K ajis Kaxkgoro aHanurta (n = 5, P = 0.95) cocra-
B He MeHee 0.99. JInHeitHOCTh OTKIMKA aHaTu-
TUYECKOTO CHTrHajia HaOomain Wi (eHaHTpeHa,
aHTpalieHa, yopaHTeHa, MUpeHa, OeH3[a]aHTpartie-
Ha, Xpu3eHa, TpudeHWIeHa, OeH3[b]dayopaHTeHa,
6eHs|k]diyopanrena, 6eHs|e|mupeHa, 6eH3[a]mupeHa,
nHiaeHo|1,2,3-c,dJmupena, mubens[a, h]aHTpalieHa,
OeH3[g, h, ijnepuneHa B nnamnazone 1.0—500 Hr/mut; 11st
HaTanuHa, 2-MeTWIHadTanmHa, aineHadTUIeHa,
ondeHmna, aneHadpTeHa U (GIIyopeHa OH COCTaBMII
2.0—500 Hr/mu1.

PE3VYJIbTATbBI 1 UX OBCYXIEHHUE

Bmusinne matpunsl oopasuo Ha I'X-MC-onpene-
aenne ITAY. I'X-MC-onpenenenue [TAY B mouBax u
JOHHBIX OTJIOXEHUSIX OCJIOXHEHO NPUCYTCTBUEM B
aHaAIM3UPYEMbIX MHOTOKOMIIOHEHTHBIX MaTpUIIax
CODKCTparupyeMbIX BEIIECTB, CHIKAIOIMIMNX dPPeK-
TUBHOCTb XpoMaTorpaduyeckoil KOJIOHKU U 3arpsi3-
HSIIOIIMX MOHHBII ICTOYHMK, YTO IPUBOIUT K PE3KO-
My MaJeHUI0 YYBCTBUTEILHOCTH OIIpeNesIeHUs aHa-
JIUTOB OT BKOJIa K BKoJy. HeoOxognMocCTh BBeOeHUS

KYPHAJI AHAJIMTUYECKOWN XUMUWU

TEMEPIAILEB u np.

Taomuna 1. YcnoBusi xpomarorpacdmyeckoro orpeaesie-
Hus TTAY B alleTOHUTPUIBHBIX 3KCTpaKTax IOYB U JTOH-

HbIX OTJIOXEHUI

ITapametp 3HauyeHue
O06beM Bkona 2 MK
TemnepaTtypa ucrmapureis 280°C
CKOpOCThb IMOTOKA 1.35 mui/MuH
Pexxum BBODA Split
KoaddumnmeHT neneHust 1:5

II0TOKa

TemnepaTypHbIii pexXum 60°C/1 MUH — HarpeB
15°C/muH — no 170°C/3 MuH —
HarpeB 10°C/MuH — 0o

280°C/8 MUH — HarpeB

10°C/mMuH —
1o 290°C/25 muH
3agepxka pabOTHI AETEK- 7 MuUH
TOpa
Cnoco6 noHU3aumn DneKTpoHHLIH yaap, 70 3B
TemnepaTypa MOHHOTO 200°C
UCTOYHUKA
TemmiepaTtypa uHrepdeiica 280°C
Macc-ananmu3arop MoHokBanpyIoib
¢ npeadmIbTpoM
PexxuM ckanupoBaHust SIM

CTaIuU OYUCTKU SKCTPAKTOB ITOUYB (IOHHBIX OTJIOXE-
HUIT) MOATBEPXKIAOT JaHHbBIE PETUCTPallMd UX MaT-
PUYHBIX KOMIIOHEHTOB B PEXMMe TOJITHOTO MOHHOIO
ToKa (puc. 2, xpomaTtorpamma ). /g ycrpaHeHUS
BJIMAHUA MaTPpUYHBIX KOMIIOHCHTOB M3Y4YUJIM BO3-
MOXHOCTb BKJIIOUEHMUSI CTAAUU OUMCTKU IO TEXHUKE
QuEChERS B mmpo00IIonroToBKy MCCIeIyeMbIX 00-
pas3uoB npu nociaenyiomeM I'X-MC-ananuze. I[1pu-
MEHEHUE CUJIMKATeNsT IJIsl OYMCTKU SKCTPaKTa IM03-
BOJIMJIO 3HAYUTEILHO CHU3UTh MATPUIHYIO HATPY3KY
Ha XpoMaTorpadriecKylo CucTeMy (puc. 2, XxpoMaTo-
rpamMa /1), Ho onpenesieHHe CIIeTOBBIX COAEePKaHUIA
ITAY B 3kcTpakTe 1Ipu XpoMaTorpadpoBaHUU B pe-
>KMMeE TTOJTHOTO MOHHOI'O TOKa 0Ka3aj0Ch IMpaKTU4e-
CKU HEBO3MOXHBIM.

JaHHyio pobjeMy MOXHO PEIIUTh IIyTeM IIpU-
MEHEHMUSI peXrUMa CKaHUPOBaHUSI 3aJJaHHBIX NOHOB,
0 YeM CBUIETEILCTBYET XpoMaTOrpaMMa OYUIIEHHO-
ro CUJIMKAarejeM 3KCTpaKTa oOpaslia TOHHBIX OTJIO-
xeHwnit (puc. 3). 'X-MC-ananu3 B pexkume SIM 1103-
BOJIMJI MOJYYUTh JOCTATOYHO BBICOKOE COOTHOIIIE-
HYUE CUTHAJI/IIYM U CHU3UTh BIUSIHUE KOMIIOHEHTOB
MaTpUIIBL.

OnTumMu3anms NpooONoAroTOBKH HCIIBITYeMbIX 00-
pasuoB 1o texuuke QuUEChERS. MuHuMu3anmio 1mo-
Teph aHAJIUTOB JOCTUTAJIM U3BJICYCHUEM U COPOIIM-
Ne 5

TOM 77 2022



XPOMATO-MACC-CINEKTPOMETPUYECKOE OITPEJEJIEHUNE

465

x 10000
9

6L 12!
£
2 o4p ;7 16
2 2 11
= 3|5
Q
o 15
£ 2f 4 17 20
< ' 18 '

| | 19
oLAAA A A |
10 20 30 40 50

Bpewms, mun

Puc. 1. Xpomarorpamma pactBopa cMecu [1AY ¢ KoHIIeHTpalmeit
TuaHadTaIuH, 3 — oudeHun, 4 — aueHadTUIeH, 5 — alieHadhTeH

kaxnoro u3 20 aHanuroB 200 Hr/mi. / — HadTanvH, 2 — 2-Me-

, 6 — dnyopeH, 7— cdbeHaHTpeH, & — aHTpalleH, 9 — dayopaH-

TeH, /0 —nupeH, 11— 6euns|alanTpatieH, /2 —xpuseH, 13— tpudenwieH, /14— 6ens|b]dmyopanren, 15— 6ens[k|diyopanTeH,
16 — 6ens|e|mupeH, 17— 6ens|alnupen, /18 —uHaeHo|1,2,3-c,d|mupeH, 19— nubens|a, h]anrpaneH, 20— 6en3|g,h,i|nepuieH.
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Puc. 2. XpomatorpaMma 3KCTpaKTa WIMCTBIX JOHHBIX OTJIoXeHU KymnkoBo-KypuyaHCKO# rpyniibl JMMaHOB B PEXUME TOJI-
HOTO MOHHOTO TOoKa 10 (/) 1 moce (2) OYUCTKU SKCTPAKTa CUJIMKATreJIeM.

OHHOI1 OYMCTKOI IKCTpaKTa B OMHOM MpoodupKe. Dh-
(EeKTUBHOCTh JAaHHOT'O IIPOLIeCCa OLICHUBAIN METOIOM
BBEICHO—HAIAEHO MO0ABJIICHUEM B HUCIIBITYEMBIiI 00-
pasei (0.5 r) mo 50 Hr Kaxmoro u3 20 UHAMBUAYATbHBIX

JKYPHAJI AHAIUTUYECKOU XUMUU
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ITAY. 3aTeM mociie BbIIEp>KMBaHUSI 00Opa3lioB B TeUe-
Hue 2 4 [TAY u3Bnekamm 1 M1 anieToHuTpmia. Meronu-
Ky IpOOOIIOATOTOBKY OTpadaThIBaI HAa 00pa3lax Wik-
CTBIX JJOHHBIX OTJIOXKEHUI, XapaKTepU3YIOIINXCS Hal-
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TEMEPIAILEB u np.
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Puc. 3. XpoMarorpamMma OUMILIEHHOTO CUJIMKArejeM 3KCTpakTa oopasiia WJINCThIX JOHHBIX oTjoxeHuil KynukoBo-KypuaH-
CKOI1 TPYIIIbI TMMAHOB, CHSITAsI B peXKMMe CKAHUPOBAHUSI 3adaHHBIX MOHOB. / — 2-MeTwiHadTaIuH, 2 — oudeHun, 3 — diayo-
peH, 4 — beHaHTpeH, 5 — nupeH, 6 — O6eH3|alaHTpalieH, 7 — 6eH3[a|mupeH.

0oJ1ee CII0XKHBIM KOMITOHEHTHBIM COCTaBOM MaTPULIBI C
ncxomHbIM copepxkaHueM ITAY, He TpeBBIIAIOLINM
MUHUMAJIBHO oIpenesisieMble Mo MeToauke [18] KoH-
HeHTpauuu aHaiuToB. HauMmeHbllme morepu “ner-
kux” TTAY (madranuHa, 2-mMetunHadTaaInHa, alie-
HadTuiaeHa, oudeHuna, aileHadTeHa, ¢GayopeHa U
¢eHaHTpeHa) HaOMIOmaIW TMpPU MCIOJIb30BaHUU
300 mr cunukarens, B ciaydae ITAY ¢ 4—6 GeH30b-
HbIMU KoJiblilamMu — 200 Mr copbeHTa (Tab. 2). YBe-
JIMYeHMeE TUIOIIAAY ITIOBEPXHOCTA KOHTAKTAa NCCIIEMY-
eMOTo 00pa3siia ¢ COpOCHTOM 3a CUeT U3MEHEHUS Ha-
Becku cumkarenst ¢ 50 go 300 mr/0.5 T MIMCTHIX
JIOHHBIX OTJIOXEHMU MO3BOJWIO CHU3UTH MeEIIaro-
liee BAMSHUE MaTPUYHBIX KOMIIOHEHTOB, IpPEIsT-
CTBYIOIIIUX CBOOOAHOMY IepeXody aHaJIUTOB B DKC-
TpareHT, M MOBBICWJIO CTeneHW u3BnedeHus [1AY B
1.5 paza. CreneHu M3BJIEYSHUSI aHAJMTOB IIPU MC-
MOJIb30BAaHUM HaBeCOK cuiaukareist maccoi 200 u
300 mr/0.5 T WIMCTHIX JOHHBIX OTJIOKEHWIT MEHSUINCh
pa3HOHAIIPABJIEHHO I10 OTHOIIEHUIO K MHIWBUIYaIb-
HbIM [TAY u pasmmyanuck He 6ojee yeM Ha 8%. dns
NaJbHEUIINX UCCIEAOBAHUN B KAYE€CTBE ONTUMAIIbHOM
HMCIoMb30BaM HaBecKy 200 MT cuiKaress.

VabTpa3ByKoBoe Bo3aeiicTBue HA u3BjedeHne ITAY
¢ ucnoas3opanueM TexHuku QuEChERS. O BnusiHuu
BpeMeHH Y3-00paboTKU CyIWIN 110 3HAYCHUSIM CTeE-
neHeit u3BiaedeHus [TAY 13 00pas31ioB CyITIMHUCTOM
MOYBbI U WJIMCTBIX JOHHBIX OTJIOXeHUI Kynnkoso-
KypuaHckoii rpymmbl JIUMaHOB, a Takxke necka Te-
Mprokckoro 3anuBa (puc. 4). Bece 20 ITAY u3 necka

KYPHAJI AHATUTUYECKOM XUMUU

a3 peKkTUBHO U3BJIeKaIUCh B TeueHue 10 MuH Y3-00-
pabdotku. CTerieHu U3BJICYCHUST aHAIUTOB U3 00pas3-
IIOB IIOYB CONOCTaBUMbI B HMHTepBayse or 10 1o
30 MuH. VI3 WIIMCTBHIX JOHHBIX OTJIOXKEHUN HAanboJiee
adpdexktuBHO ITAY s3kcTparupyrorcs npu Y3-ob6pa-
6otkKe B TeucHUe 20 MUH, IIpU MEHBIIIEM BpeMEHU 00-
paboTKM MOJIHOTA U3BJIICYSHUSI aHAJIUTOB HE ITOCTU-
raercsi. boaplasg npoaoKUTENbHOCTh Y3-00paboT-
KU1 00pa3uoB ais uspaeueHus [TAY u3 cyrmmmHucTomn
MOYBHI Y WJIMCTHIX JOHHBIX OTJIOXEHUI OOBSICHSICTCSI
MaJjioil CTENEeHbI0 HAKOIUIEHUSI aHAJMTOB B IECKax
BBUAY OOEOIHECHHOCTHM MX OPTaHMYECKOIO CJIO.
C y4eTOM MOJyYeHHBIX PE3yJIbTATOB B KAYECTBE OIl-
TUMaJIbHOM BBIOpAJIM TIPOJOJKUTEIILHOCTh ¥Y3-BO3-
neiictBust 20 MUH [JIsT BCEX TUIIOB MCCIIEAyEMBbIX 00-
pasloB.

OnrtuMu3MpoBaHHas MOATOTOBKAa 00pa3loB Iec-
Ka, CYNIMHUCTBIX TIOYB Y MJIMCTHIX JOHHBIX OTJIOXE-
Huit K '’ X-MC-aHanu3sy, ocHOBaHHasl Ha yJbTpa3By-
KOBOM BSKCTpakUMM C OJHOBPEMEHHOM OYMCTKOM
3KCTpaKTa METOIOM IuciiepcruoHHoi TAD 1o Tex-
Huke QuEChERS, cxemaruyHo mnpeacraBjieHa Ha
puc. 5.

IIpakTryeckass 3HAaYMMOCTb pa3pabOTaHHOM cXxe-
MBI 3aKJIIOYAETCSI B MUHUMU3ALUN BIUSHUS CIIOX-
HBIX U1 aHaJI3a MaTpUll peaJibHbIX 00pa3lioB Ha
pa3pelaply0 CITOCOOHOCTh U YYBCTBUTEIBHOCTh
XpOMaTO-MacC-CIIEKTPOMETPUIECKOTO OIIPEACICHUS
ITAY B mouBax (HOHHBIX OTIOXeHMsIX). HeoOxomu-
Ne 5
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Ta6mma 2. CrenieHb usBiedeHus (%) [MAY u3 o6pasiia MIMCTHIX TOHHBIX OTJIOXKEHWH ITPU Pa3IMIHBIX HAaBECKaX CUJI-

karens (n =5, P=0.95)

Hasecka cunmkarenst , MI'

TAY

50 100 200 300
Hadranuu 50=% 15 57+ 14 67 £15 72 £ 18
2-MetunHabTaIuH 52+13 67 £ 16 72 £ 19 78 £ 16
AunenadruiieH 48+ 6 55+9 559 62 + 11
Budenun 50+7 75+ 8 86+ 7 94 + 8
AureHadTeH 48 + 12 65+ 18 63+ 17 70 £ 15
Dayopen 59+ 8 82+9 82+ 11 83+9
denanTpeH 60+9 79t7 80+ 10 79 £ 8
AHTpaleH 46 = 11 52+13 69 £+ 15 69 +7
®dnyopanteH 53+6 79 £8 77+ 6 69+8
[Tupen 539 75+ 10 72+ 10 66 + 14
Bens[a]anTpalen 58 £ 10 54 +4 64+9 62+£38
XpuseH 43+ 12 60 £ 15 66 = 19 64+ 12
Tpudenunen 45+9 49+6 54t6 538
Bens[b]dbayopanteH 4119 83+ 10 84+9 79 £ 8
Bens[k]payopaHren 45+ 10 68 + 10 66+ 7 62+9
beHs|e|nmupeH 58 £ 10 75+ 8 76 £ 13 71+ 12
Bens[a]nmupen 63+8 86 £ 8 97 %9 91+9
Wunenol1,2,3—c,d|nupen 63+9 83+ 17 86 + 11 80 + 17
Jwubens[a,h]anTpaieH 72+9 99 £ 10 99 + 10 100 + 13
Bens[g,h,ijnepuiex 55+6 717 73+5 666

MOCTbB 1 IIeJIECOOOPa3HOCTh CTaINN OYMCTKH MCCITe-
IOBAJIN TIEPUOANIECKIM KOHTPOJIEM C MCITOJIb30Ba-
HUEM TpaayupoBOYHOIro pacTtBopa cMmecu I[IAY.

B ciiygae xpomaTtorpacdupoBaHus HOATOTOBJIEHHBIX
0€e3 OYNCTKU DKCTPAKTOB ITOCie 35 BKOJIOB TUIOIIAIH
nukoB ITAY KOHTpOJIBHOTO pacTBOpa YMEHBIIWINUCH

Ta6muna 3. PesynbraTel (MKT/KT) onpeneneHus [1AY B o6pasne moussl (TaMaHCKMT TepMUHAI HaBaJOYHBIX IPY30B)

(n=3,P=0.95)

Ay I'X-MC BOXX-DJI [29]
Hadranun 8.4+4.1 <20
DiryopeH 31 1.5 2.1%+0.8
®deHaHTpeH 6.5+3.2 6.8+2.0
AHTpaleH <2.0 0.9+£0.3
dnyopaHTeH 6.6+34 84%25
IMupen 5727 6.3£33
XpuseH 2.8+ 1.3 2.5+0.6
Tpudenunen <2.0 2.1+0.8
Bens[b]dayopanren 5.6 £27 32+1.1
Bens[k]payopanten 26 % 1.3 1.8 £0.6
beHns|a]nupen 22x 1.1 1.9+04
Jubens[a,h]anTpaueH <2.0 0.25 £ 0.09
bens[g,h,i]mepuien 44+22 32+x1.2
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Puc. 4. 3aBucuMocThb creneHu uspiedeHus [TAY ot nmpoaomkuTebHOCTH Y3-00paboTKu 00pa3loB CyNIMHUCTOM IMOYBLI (a),
WINCTBIX TOHHBIX oTyioxkeHuit KyiukoBo-KypuaHckoii rpynnbl 1uMaHoB (0) u necka TemMplokckoro 3aiusa (B).

Ha 30%. I1pu anHanu3e MOATOTOBJICHHBIX IO TEXHUKE
QuEChERS ¢ ¥3-00paboTKoii 5KCTPAaKTOB CHMKE-
HUE YyBCTBUTEJIBHOCTU ASTEKTOpA MPAaKTUUYECKU HE
HabJomaeTcss — U3MEHEHUs TUIOIIAAN ITUKOB KOJie-
Gauch B mpenenax 10%.

Ananmu3 peajibHbIX o0pa3moB. CouetaHue Y3-00-
pabdotku n Texuukn QuEChERS mipu onpenenernumn
ITAY MeTom0oM ra3oBoii XxpoMaTO-MacC-CIIeKTPOMET -
puH aripoOHUPOBaI Ha 0Opa3lie MOYBLI, OTOOPaHHOM
Ha Tepputopun TaMaHCKOTO TepMHMHAaja HaBaJIO4Y-
HbIX TI'py30B. [IpaBUIBHOCTbH TTOJYUYEHHBIX JAaHHBIX
COITIOCTAaBJISUIU C pe3yJibTaTaMU aHajn3a oOpa3slia Me-
TonoM BOXKX ¢ payopmMmeTprmuecKuM IeTeKTUPOBa-

KYPHAJI AHATUTUYECKOM XUMUU

auem (@JIJI) mo arrecToBaHHOIT MeTommke [29]
(Tabm. 3).

IIpucyrcTBue B oOpa3iie OOJIBIIOTO KOJMYECTBa
paznuuHbix [TAY, no-BuauMomy, o0yCJIOBJIEHO BO3-
MOXXHBIMHU 3arpsi3HEHUSIMHU ITOYBBI 9KOTOKCHUKAHTA-
MM IIpU TEpEBAJIKE YIJIS U BBICOKOM TPaHCIIOPTHOM
3arpy>k€HHOCTBIO UCCIIeyeMOi TeppUuTOpun TaMaH-
CKOTO TepMMHAaJIa HaBaJIOYHKIX TPY30B.

MOXHO cieaaTh BEIBOI, YTO IIPOOOIOATOTOBKA C
npumeHeHneM TexHMKM QuEChERS moxer OBITBH
HUCIIONb30BaHa Npu onpeneneHun ITAY B oGpasiuax
NOYB (OJOHHEIX OTJIOXEHMI) ¢ pa3IMIYHBIMUA MaTpU-
namu. JlaHHAs TeXHUKa SBJISIETCS OTHOCUTEIBHO
Ne 5
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0.5 r o6pasua
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5 MUH MHTE€HCUBHOTO
BCTPpAXNBAHUA

20 muH Y3-00paboTKu

LlenTpudyrupoBaHue 5 MUH
10000 06/MuH

1 Mo allCTOHUTpUJIA

0.2 T cruKarest

Puc. 5. Cxema ImoAroToBKM 00pa3oB MoYBH K aHanu3y 1mo TexHuke QUEChERS ¢ Y3-06pa6oTkoii.

MPOCTON U SKCIIPECCHOM, MO3BOJISIET MPOBOIUTD U3-
BJIEYEHNE AHAJMTOB M OYKCTKY IKCTpakTa B OIHY
craguio. CrerteHp u3BiedeHus I[TAY u3 oOpasnos
necKa M WIMCTBIX JOHHBIX OTJIOXEHUN BapbUpPYeT B
npenenax 80—105%, cyrmuHucThIx mouB — 60—99%.

Paboma evinosnena 6 pamkax epanma PODU
(No 19-43-230003 p_a) ¢ ucnoabzoeaHuem HAY4HO2O0
000py006anus LKIT “DKonoeo-anarumuyecKuil
uenmp” Kybanckoeo eocynusepcumema.
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