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COYETAHME INPOBONIOATIOTOBKHN QuECHhERS

U JJUCHEPCUOHHOM KUJIKOCTHO-) KUJIKOCTHOM
MUKPOSKCTPAKIIUMA ITPU ONPEAEJEHUU B IMIIEBBIX
MPOJYKTAX 3ATPSI3BHUTEJIEA DCTPOTEHHOI'O XAPAKTEPA
METOJOM TA30XKUJIKOCTHOM XPOMATOI'PA®UN

J.C. Kopoués, B.I. Amenun, A.B. Tpernsikon

(DedepanvbHblil yenmp 0Xpamvl 300P0GbsL HCUBOMHBIX, Braoumupckuil 20Cy0apcmeeHvlil
yuusepcumem um. AL u H.IT Cmonemosvix; e-mail: amelinvg@mail.ru)

Pa3paboTaH 3KcnpeccHblii cnocod 0OAHOBpPeMeHHOI0 ompeaejeHus Ouchenoaa A, AUITHI-
CTHJIBL0ICTPOJIA, TEKCICTPOJIA U AUEHICTPOJIA B KOHCEPBHPOBAHHBIX MHUIIEBBIX MPOAYKTAX,
NUTHEBOH BOJe, AJKOI0JIbHBIX H 0€3aJKOroJbHbIX HANMUTKAX, B MOPENPOAYKTAaX CagKOBOI0
pa3BeleHUs] METOAOM ra30KHIKOCTHOI XpoMaTtorpaguu ¢ 31eKTPOHHO3aXBaTHBIM U Macc-
CIeKTPOMeTpUYecKHM JeTekTopaMu. IlejieBble coeANHEeHUs U3 MUIIEBBIX MPOAYKTOB JKC-
TparupoBajau aneToHUTpuaoM mo merony QuEChERS. /lononHUTENbHYI0O OYHCTKY U KOH-
LHEHTPUPOBAaHUE IKCTPAKTA OCYIIECTBJISIJIN AUCTEPCHOHHOI KHIKOCTHO-KUIAKOCTHOH MHKPO-
IKCTpaKuueil Terpaxiaopmeranom. IlepeBos yka3aHHBIX cOeITMHEHMIl B JeTy4ue MPOU3BOAHbIE
OCYUIEeCTBJIAIN TPUPTOPYKCYCHBIM aHTUAPUAOM. Jluana3oH ompeeasieMoOro coaep:KaHus
coctaBua 0,5-100 mxr/kr. UaeHTH)UKAINIO TPOU3BOAHBIX CTHIb0EHA MPOBOAUJIMN MO UX MAaCC-
crnexkTpam. [IporokuTenbHOCTH aHadN3a cocTtapisier 1,0-1,5 4, oTHOCHTeIbHOE CTAHAAPTHOE

OTKJIOHEHHE PE3yjIbTAaTOB aHaJ/Iu3a He NMpeBbILIAeT 0,1.

KiroueBble c10Ba: U3 THICTUIBOACTPOI, OHcheHon A, FeKCICTPOII, TUEHICTPOII, TUIIEBbIE
MPOAYKTHI, Fa30KUAKOCTHAst xpomarorpadus, metox QUEChERS, aucnepcronHas skuIKOCTHO-

KUAKOCTHAST MUKPOSKCTPAKIIUAL.

B Hacrosiiee Bpemsi oueHb akTyaslbHa Mpodiema 3a-
IPSA3HEHUS] MHILIEBBIX MPOAYKTOB CHHTETHUYECKHMMH Be-
IeCTBaMH, 00JIaIal0IUMH ICTPOTeHHBIM eicTBrEM. K
TaKUM BEIECTBAM OTHOCSTCS OMCQEHONBI U HEeCTepo-
UJIHBIE ACTPOTEHBI, PONU3BOJHBIE CTHIIBOCHA — AMITHII-
ctunp03cTpon (I3C), rekcactpon (I'DC) u auenscrpon
(ANSC). MoHUTOPUHT BELIECTB, OOJIAZAIOIINUX ICTPO-
TeHHBIM JICWCTBUEM, OCOOCHHO BajK€H MOTOMY, UYTO KPYT
UX MPUMEHEHHUsI HeoObIYaitHO MIMPOK (0COOEHHO ITO Ka-
caercst bucenonon). bucdenomnst yxe 6onee 50 ner uc-
MOJIB3YIOT MPHU MPOU3BOJICTBE IUIACTMACC ISl TTUILEBOM
OPOMBIIIICHHOCTH, OHH TaKXKe SIBIISIOTCS MOOOYHBIMU
MPOAYKTaMH MPHU MOTy4YeHUHu MOoHOMepPOB [1]. YcraHos-
neno, yto Ouchenon A (BDPA) obmamaer cBoiicTBamMu
ACTPOTEHHBIX TOPMOHOB U BJIMSIET HA YHIOKPUHHBIN CTa-
Tyc uenoBeka [2]. OH omaceH Ja)ke B 04€Hb MaJIOM KOJIH-
yecTBe. EBpONEHCKON KOMUCCUEN YCTAHOBJIEHO 3HAaYe-
HUE€ OrPaHUYEHUS MUTPALMM 3TOTO BELIECTBA B MHULILY
(0,6 mr/kr), [IpenenpHO AomycTUMAas KOHIEHTPAIUS IS
MUTHEBOU BOAbI cocrasisteT 10 Mkr/n. B KMBOTHOBOI-
CTBE B KauecTBe aHAOOJIMTHUYECKUX IPErapaToB MOTYT

IPUMEHSTHCS HECTEPOUIHbIE 3CTPOTEHbI — IIPOU3BOHBIE
ctunpbena (JI2C, I'DC, JINIC), crenoBbie KOIUUSCTBA
KOTOPBIX MOT'YT OBbITh OOHApPYXEHBI B MHUILEBBIX MPOTYK-
Tax. Bce mpenaparsl JaHHOTO THIIA 3aMPEIeHbI K UCTIONb-
30BaHUIO, UX IPUCYTCTBUE B IIPOLYKTAX KUBOTHOBOJCTBA
Jlake B OCTAaTOYHOM KOJIMYECTBE HE JomyckaeTcs [3].

i1 OMHOBPEMEHHOTO OmpeAeNieHHsI MOJ00HBIX 3a-
TPSI3HUTENEN Yallle BCEro UCnoib3yoT MeToasl BOKX—
MC/MC u I'X-MC c¢ nepuBatuzanueil onpenesieMbIX
BELIECTB aHTUAPUIAMH OPraHHYEeCKUX KHCIOT. B kaue-
CTBE OCHOBHOTO METOZAA MPOOOMOATOTOBKHA MPUMEHSIOT
JKUJKOCTHYIO 3KCTPAKLMIO C TOCIEAYIOIENH OYMCTKOM
9KCTpaKTa TBEpAO(ha3HON IKCTPAKIMEH Ha KapTpHIKax
nnu KonmoHkax [4, 5]. JlaHHBIN Tporiecc SBISETCS J0-
CTaTOYHO JUIMTENBbHBIM U TPYAOEMKHM, a TaKkkKe TpeOyeT
0ONBIIIOTO pacxo/a TOKCHYHBIX OPraHMYECKHX PacTBO-
pHUTEIIEH.

B nocnennee Bpemsi Bce yaiie BCTpeyaroTcsi paboThl,
MOCBSIILIEHHBIE TUCTIEPCHOHHOM  KHJIKOCTHO-KUIKOCT-
HOM MukpoakcTpakiuu (JIXKOKMD). Drto nemeBbii u
POCTOH METOJ[ MPOOOMOATOTOBKH, MO3BOJISIONIUN Cy-
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IIECTBEHHO CHHU3HUTh OOBEMBI PACTBOPUTEINICH, BpeMs U
Tpyno3arparsl Ha aHanu3 [6—8]. Ognako JJKXKMD npu-
MEHSIOT B OCHOBHOM JIJIsl aHaJIM3a KUAKUH poo.

B nanHO# paboTe nmoka3zaHa BO3MOKHOCTh COUETaAHUS
YCKOPEHHOM, 0€30MacHOi W yNpOIEeHHOW MpoOOoIoaro-
toBku QuEChERS ¢ JDKOKMD npu onpezencHun 3a-
IPSA3HUTENCH CTPOrCHHOTO XapaKTepa B MULIEBBIX MPO-
JMYKTax METOJaMH Tra30KUIKOCTHOH Xxpomarorpaduu.

JKcnepuMeHTAJIbHAA YaCTh
Annapamypa

Ucnons3oBanu razoBerii xpomarorpad «Clarus-600»
C JETEeKTOpOM Mo 3axBary 3nekTpoHoB (I33) («Per-
kin-Elmer», CIIIA). Paznenenue nmpoBOAMIN Ha KBap-
[EBOM KamWUISIPHON KOJIOHKE «Optima®-5-Accent»
(«Merck», I'epmanus) mmuHoW 30 M W BHYTPEHHUM
nuametrpom 0,32 MM (TONIIKHA MJIEHKH HEMOABUKHOM
¢daszer 0,25 mxm). Temneparypa komonku 120-310°C
(cxopocTh HarpeBa 15 rpaa/mMuH), TeMmreparypa Huc-
napurens 240°C, temneparypa nerekropa 300°C. I'az-
HOCHUTEINIb — a30T, pacxon 2 mi/muH. B xpomarorpad
BBOJWIM | MKII mpoObl Oe3 JejeHus MOTOKa ¢ UCIIOJIb-
30BaHHEM aBTOMATHYECKOTO 103aTOpa.

Ucnons3oBanu razoBerii xpomarorpad «Clarus-680»
C Macc-CIIeKTPOMETpuUecKuM netrexkrtopom («Perkin-
Elmer», CIIA). Pa3nenenne npoBoAMIN Ha KOJOHKE
«RTX"-5MS» (<(RESTEK», CIIA) minHoii 30 M, BHY-
TperHuM nuametrpoMm 0,25 MM (TONIIMHA HETOIBYK-
Ho# ¢assl 0,25 mxm). Temneparypa komonku 40°C B
TedeHue onHoN MuHyTHI, 3aTeM 40-310°C (ckopocTb
HarpeBa |5 rpaja/mMuH), TemIieparypa HUCIapUTeNs
250°C. H3mepeHus NPOBOAUIU B PEXHUME IMOJIOXKH-
TEeIbHON MOHHU3ALMH, TemMueparypa uctounuka 250°C.
T'a3z-Hocutens — renui, nasnenue Ha Bxoje 0,1 Mlla,
CKOpOCTh MmoToka 1 mi/mMuH. B Xxpomarorpad BBOAHIN
1 MK ipoOBI 63 JieTIeHUs TOTOKA ¢ MCIOJIb30BaHUEM
aBTOMAaTHYECKOro Jo3aTopa. Macc-CreKTpbl perucTpu-
pOBany Mpu MOHU3AIMH SJIEKTPOHHBIM yIapOM C dHEp-
rueit 70 3B, ckopocTs ckanupoBanus 0,09 c, nnanazon
ckanupoBanus 40—450 a.e.m.

Peaxkmuent

Hcnons3oBanu ouchenon A («Aldrichy», CILIA), au-
ATUIICTHILOACTPOII, TeKeaCTpo, nueHsctpor («Dr. Eh-
renstorfer GmbH», ['epmanus), aneToHUTpUI A Xpo-
matorpadpun («Merck», 'epmanus), Tomyos, TPUITH-
namuH (TDA), nuxiopmeTaH, cynb(ar MarHus «X.4.»,
XJIOPU HATPHUS «X.4.», HATPUI TUMOHHOKHCIBIN Tpex-
3aMEIICHHBIA TBOMHON rUapaT «X.4.», HATPUH JTIUMOH-
HOKHCIIBIA  JIBYX3aMEIIEHHBIA TOJYTOPHBIA THApAT
«x.4.», copbentsl Bondesil-PSA («Varian», CIILA),

C18 («Supelco», CIIIA). PactBopst BOA, 19C, I'2C,
JUD3C 1 mr/mim TOTOBHJIM pPacTBOPEHHUEM COOTBET-
CTBYIOIIMX HaBeCOK B Toiyose. [Ipu mocrpoenun rpa-
JyUPOBOUYHOIO rpaduka MCIOIb30Balu paboune pac-
TBOpBI ¢ KOHIEHTparued | MKr/mii: B MHKpOQIIaKkoH
nomemanu 50 Mk pabodyero pacTtBopa, BhIIAPHBAIH
Jlocyxa, Cyxoi octarok pactBopsuia B 500 MK cMecH
tonyona, TOA u 10%-ro TonyonpHoTO pactBopa TOA
(70:10:1), MIOTHO 3aKPBIBAIU U OCTABJISUIH B CYIIHIIb-
HoMm mkady vHa 15 Mun npu 60°C. U3 momydeHHOTO
pacTtBopa ¢ KOHLEHTpauuei TpuTopauuiabHbIX MPO-
U3BOAHBIX 10 MKI/MJI TOTOBUJIM PacTBOPHI C KOHIICH-
tpanueit 0,005—5 MKr/mMi myTeM MOCJIeI0BaTeIbHOTO
pa30aBICHHS TOIYOJIOM.

Ilpo6onoozomoexa

OKCTpakIMI0 aHaJUTOB M3 TBEPABIX MPOMYKTOB
U OYHUCTKY OKCTPAKTOB OCYLIECTBISUIM IO METOMY
QuEChERS [9]. B uentpudyxnyro npoOHpKy eMKOCTHIO
50 MJT BHOCHIIM HaBECKY M3MEIBIEHHOIO M YCPEAHEHHO-
ro oopasma maccoi 10,0 1, mo6asnsu 10,0 Mt arleToHu-
TPHIIA, 3aKPBIBAIH MTPOOUPKY M SHEPTUUHO B30AITHIBAIIH
B TEUEHHME OAHOM MHHYTHI. 3aT€M BHOCWJIHM CMECh, CO-
crosimyto u3 4,0 r 6e3BopHoro cyibdara Maraus, 1,0 T
xyopuaa Hatpusi, 1,0 T HaTpus JIUMOHHOKHCIIOTO TpEX-
3aMEIIeHHOTro IBoMHOro ruaparta u 0,5 r HaTpust TMMOH-
HOKHCJIOTO JIBYX3aMEIIEHHOTO (MOMYyTOPHBIA THAPAT).
[locne BHeceHus coneil B30AITHIBAIM B TEUCHHUE OTHOM
MUHYTHI (BO M30exaHue oOpa3oBaHUS KOMKOB) U IICH-
Tpudyruposanu B Teuenue 5 mun nupu 3000 o6/muH,
otoupanu 7,0 M BepXHEH 4aCTH KCTPAKTa U IEPEHOCH-
T B UEHTPUPYKHYIO TPOOUPKY EMKOCTBIO 15 MJI, KOTO-
pas coneprkaia cmech cynbdara maraus (0,9 r), copoen-
toB Bondesil-PSA (0,15 r) u C18 (0,15 r). [Tpobupky
9HEPrHUYHO BCTpsixuBaiu B TedeHue 30 ¢ u meHTpudy-
rupoBaiu B Tedenue 5 mue npu 3000 o6/muH. OTOUpAa-
au 2,0 M1 3KCTpakTa, 100aBasau kK Hemy 200 MK Te-
TpaxJOpMeTaHa U BIPBICKUBAIH MOJYyYECHHYIO CMECH C
ITOMOIIBIO IMPHULA B 5 M OMIUCTUIUIMPOBAHHON BOJBI,
3aTeM BO3JIEHCTBOBANIN YJIBTPA3BYKOM B T€UE€HUE 4 MUH U
ueHtpudyruposanu 7 mud npu 3000 o6/muH. HmwxHui
CJION HKCTpaKTa MEPEeHOCHIIM B MUKPO(IaKOH M ynapu-
BaJIM TOCyXa B TOKe a3oTa. [lonmydeHHsIi CyXoil OCTaToK
pactBopstii B 50 MKJ TonyoJa, coxepxauiero TOA u
TOA (70:10:1), BbIIEpKUBaNU B TeueHue 15 MuH mpu
60°C, 3arem oxXJaxKIaJid U XpoMarorpadupoBain.

Pesynbrathl 1 UX 00cyxK/IeHNE

B®A u [12C, I'DC, INDC uMeroT B CBOEH CTPYKType
THAPOKCUTPYIIBI M JIETKO allIUPYIOTCS TPUPTOPYKCYC-
HBIM aHTUJPUIIOM (CXeMa).
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Buioop onmumansnwix ycnoeuil nosiyuenus
npPoU3600HbBIX

[Ipu BBIOOpPE ONTHMAIBHBIX YCIOBUW TONyYEHUS
MIPOM3BOJHBIX YUYUTHIBJIM 00beM pobOasisiemoro TDOA
(25, 50, 100 mxm), remneparypy (20, 40, 60°C), konnde-
CTBO BHECEHHOTO TDA W MPOAOIKUTENFHOCTD PEaKINU
(5, 10, 15, 20 mun). BeiOop onTuMalbHBIX YCIOBUH MPO-
BOJIWJIM TIO HAUOOJIBIIEH IIIOMIAIA XpOMaToTparuecKo-
IO MHUKa IIeNIEBBIX KOMIIOHEHTOB. ONTHUMaIbHBIH 00BbeM
T®DA, BBenenusid B 300 MK pacTBOpa onpeneisieMbIX
coenuHeHui, coctaBuia 50 M, a Temneparypa — 60°C.
OnuH u3 Hambosiee BaKHBIX MapaMETPOB, BIIMSIONINX

90 *

Cxema

Ha BEJIMYUHY IUIOUIATN THKOB, — KOJMYECTBO BBEIICH-
Horo Karanuzaropa TOA. YcTaHOBIEHO, YTO ONTHUMAJIb-
HOe KonnuyecTBO BBeAeHHOro TOA cocraBmsier 50 MK
(o0beM cTaHAapTHOTO pacTBOpa, coaepxamiero 50 MK
T®A, cocrapnser 350 MKII), YTO COOTBETCTBYET CMECHU
Tonyol: TOA:TOA =70:10:1.

Tpudropaunnbuele TPOU3BOIHBIC JIETYYH, YTO MO-
3BOJISIET IPOBOJIUTH MX AaHAJIN3 METOAOM Ta30XKHIKOCT-
HoW xpomarorpaduu. [Ipennaraemblii MeTOJ] HE MO3BO-
JSIeT pa3nenuTh npou3BogHble ctuibbeHa (I3C, I'DOC,
JAN3C), u oHM BBIXOIAT ABYMS TIMKAMHU HA XpOMaTOrpam-
Mme (puc. 1). [TosToMy 1 HACHTU(HUKALUHN U OTIpeieIie-
HUS JaHHBIX COEAUHEHHUH Ucnoib3oBain meton I X—MC.

Puc. 1. Xpomarorpamma (I'X—/193) crangaprHoro pactBopa (5 MKI/MII) TpU(PTOPALMIBHBIX MPOU3BOJHBIX
BOA (1), A2C, I'DC u ANIC (2, 3)
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Hoenmugpuxkauun cunmemuyeckux 3CmpozeHos
(npou3eoonvix cmunvoena) memooom I'X—MC

Bo3MOXXHOCTD OJHOBPEMEHHOI'O ONpEIENICHUs J1aH-
HBIX COCAMHEHUH OblIa MPOBEpEeHa Ha pacTBopax Tpud-
TOPaLMJIbHBIX IPOU3BOAHBIX OucheHoma A, JAUITHI-
CTHIBOACTPOIIA, TEKCACTPOIIA U TUSHICTPOIIA B TOIYOJIE,
[IOJTyYEHHBIX ONHCAHHBIM BhbIlIE criocobom. Ilpounsson-
HbIC CTWIIBOCHA Ha XpOMaTrorpaMmMax JaroT I10 JIBa MMHKa
U MPaKTHYECKH HE pa3ieisitorcs (puc. 2), modTOMY HX
UICHTH(UKAIMIO TIPOBOJMIN MO MAacC-CHEKTpaM, COOT-
BETCTBYIOIIIMM BPEMEHHU BBIXOJA NAHHBIX COCIWHEHHH.
Maccbl HOHOB B 00OMX NMHKaX OJHOTO KOMIIOHEHTa CO-
BraaaroT (Tabm. 1), 4To cBsi3aHO, BEPOSITHO, C MOTYUYCHH-
€M M30MEpOB MPOM3BOAHBIX. bucdenon A Taxxe nmeer
Ha XpOMaToTrpaMMe JIBa MK, IPUYEM MX MacC-CIIEKTPhI
WACHTUYHEI (puc. 3).

Kaxk cneayer 3 tabm. 1 (KypcHBOM BbIJIENICHBI XapaKTe-
PHCTHYECKHE HOHBI), BOSMOKHBI HACHTU(UKALIUS U OTIpe-
nenenne JI9C, ['9C u AUSC npu cOBMECTHOM IMPUCYT-
CTBMU B aHanm3upyeMoM oObekte merogoM ['X—MC no
Macce U MHTEHCUBHOCTH JIMHUM B Macc-criekrpax. Macc-
CIIEKTP JAHHBIX COCAMHEHUH MPU COBMECTHOM IIPHUCYT-
CTBUY U BPEMEHH BBIXO/Ia HA XpOMATOrpaMMe Mo o0mieMy
MOHHOMY TOKY Iipu 14,11 MuH noka3zas Ha puc. 4.

Onmumu3auus ycjioeuil OUCnepCcUOHHOIL
HCUOKOCMHO-HCUOKOCHHOU MUKPOIKCIMPAKUUL

Bri6op ontumansueix yenosuit IXKXKMD nposoauiu
M0 HAUOOJBIINM IIJIOMIAJIIM TTHKOB, MOJYYEHHBIX METO-
mom I'X-J133.

Buioop sxcmpazenma. B xauecTBe SKCTpareHTa Hc-
MOJIB30BAI OCH30J1, TPUXJIOPMETAH, IUXJIOPMETaH U Te-
tpaxiopmerad (TXM), B KOTOpPBIX pPacCTBOPUMOCTH H3Y-
YyaeMbIX BELIECTB BBILIE, YEM B aLlETOHUTPUIIE. YCTaHOB-
JICHO, YTO HAHOOJIBIINE IUIOMAIH XPOMATOTpauIecKux
MTUKOB MOJIYYEHBI TP HCTIONb30BaHuK TXM.

Oovem rxkcmpazenma. O0beM BBOAMMOro TXM
BappupoBanu ot 100 mo 300 M. MUKPOIKCTPAKIIHIO
MPOBOJMIM TPHU MOCTOSTHHOM O0beMe AMcCIepraropa
(2 mn ameronutpuna). Mcxoass U3 BEJIMYMH MONY-
YEeHHBIX IJI0IIane MUKOB Mpou3BoaHbIX BDA u JIDC
YCTaHOBJIEHO, YTO ONTHUMAJBbHBIA 00BEM JKCTpareHTa
cocrasiseT 200 M.

Oobvem oucnepeamopa. B nannoii padore JJKXKMD
coderanmu ¢ merogqoM QuEChERS, mostomy B kauectBe
JcriepraTopa UCHojb30Balu TOJIBKO aneToHuTpui. He-
00X0IMMO OBUIO WCITONB30BaTh KaK MOXKHO OOJBITHIA
00beM aleTOHUTPUIIA, TAK KaK CTENIEHb KOHIICHTPUPOBA-
HUS aHAJIMTA BHIIIIE TPH O0JIbIIIeM 00beMe JrcrepraTopa.
O0wem nucnepraropa BappupoBasiv ot 1 10 4 mut (Ha 1o-

cienHer craauu npoodomnoaroroBku mo meronxy QuECh-
ERS MoxHO 0TOOpaTh TOIBKO 4 MIT alleTOHUTPHIBHOTO
9KCTPAKTa). YCTAaHOBJIECHO, YTO IJIOLIAIN TTUKOB BO3pac-
TalOT C yBeJIMYeHHEM o0beMa AucIiepraropa jao 3,5 i,
MOCIIE ATOTO IKCTPAreHT HACKIMIACTCS AllETOHUTPHIIOM U
BBIJICIISICTCS B BEPXHIOW (hasy, CTEICHb U3BJICUCHUS TIPU
3TOM pe3Ko mnajiaeT. OnTUMaIBLHEIM OBLT BRIOpaH 00beM
2 MJI, IOCKOJIBKY B ATOM Cily4yae HaOII0laeTcsi MakcH-
MaJibHasl CTeTIeHb U3BiIeueHus ananuTos (> 90%). Bax-
HO TakK)Xe COOTHOIIEHHWE BHOCHUMOTO JAHCIIEPraTropa B
Bony. M3yuanu crneayromiye COOTHOLICHUS 00aBIsIeMO-
ro gucriepraropa (ameToHHTpUiia) K Bojae 2:5, 3:5, 4:5,
3:7 u 2:8. YCTaHOBIEHO, YTO C YBEIWYCHHEM OObema
BOZIBI TIPH OZJMHAKOBOM OOBEME alleTOHUTpHIIa (2 M) TII0-
raad XpoMaTorpaguueckux MUKOB aHAIUTOB YMEHb-
HIAFOTCS, TOATOMY ONTHUMAIBHBIM BapUaHTOM SIBIISIETCS
OPUMEHEHHUE 5 MJI BOJIBI U 2 MJI alleTOHUTPHIIA.

Bauanue ynempazeyxa. O6paboTtka mpoObl yibTpa-
3BYKOM CIIOCOOCTBYET OOJBIIEMY JHUCHEPTHPOBAHUIO
sKkcTpareHTa. HauOosnblas CTeneHb HM3BJICYCHHUS ObLIa
JIOCTUTHYTA TIPU HAXOXKICHUU dMYJIbCUU B YIILTPA3BYKO-
BOIl OaHe HEe MEHEe YeThIPEX MUHYT.

Onpeoenenue b®A u /[3C 6 nuuiesvlx npodykmax

Hns uzBneuenuss bOA u [1DC u3 aHanusupyembix
00BEKTOB M OYUCTKU KCTPAKTOB BIIEPBbIE NMPHUMEHEH
metogq QuEChERS (Quick, Easy, Cheap, Effective,
Rugged and Safe — OvIcTpBIH, NETKHHA, qeMIEBBIN, -
(heKTUBHBIN, HaJEC)KHBIK M 0€30MacHBIN), KOTOPHIH B
HACTOsIIIEE BpEMsl CTaHAAPTU30BaH [UISl OMpeeie-
HUSI OCTATOYHBIX KOJMYECTB IMECTHUINI0B B OBOIIAX U
dbpykTax HOpMaTuBHBIM JokymeHToM EN 15662-2007
[9]. s m3BnEeUeHHSI OPTaHUYECKUX BEIIECTB B JAHHOM
METOZIE HCIIONB3YeTCs aleTOHUTPHUI B MPHUCYTCTBHUU
BbICanuBareneid u Oydepupyromux cmeceir. OUnCTKy
9KCTpaKTa OT OPTraHUYECKHUX KHCIIOT, CaxapoB, JUIH-
JIOB, JKUPOB, OCIIKOB MPOBOJIAT BHECECHHEM COPOCHTOB
Bondesil-PSA (cmech nmepBUYHBIX U BTOPUYHBIX aMH-
HOB) IpH aHajau3e KOpMoB umu C,, IpH aHATU3E KH-
pOocCoaepKAIINX MPOAYKTOB.

VYcTaHOBNIEHO, YTO CTENEHb H3BIECYEHHUS J00aBOK
OTIpeeIIIeMbIX KOMITOHEHTOB U3 aHAJTU3UPYEMBIX 00b-
€KTOB 10 JaHHOH MeToAuke cocTaBisieT >90% (Tadm. 2).
[Tpu BBIOpaHHBIX ONTHMAJIbHBIX YCIOBUSX, AMANa30H
OTIPEICNIIEMOT0 COJEPKAaHUsS JUIsl AaHAJIIUTOB C yU4ETOM
ko3 ¢unrenTa koHneHTpupoBanus (40) cocTaBwi
0,5-100 mxkr/kr. C ucnonabp30BaHHEM JAHHOW METOIM-
KA TPOaHAJIM3UPOBAHBI KOHCEPBUPOBAHHBIC OBOIIU U
Msico Ha conepxkanue BDA (tabin. 2), MUIUU, KpEeBET-
KH, TOBSAJINHA U CEMIa Ha COiepKaHNe CUHTETHYECKUX
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%
100
a J/L,L
13,28 13,48 13,68 13.88 14,08 14,28
t, MUH
%
100
| /L/\
13,28 13,48 13,68 13,88 14,08 14,28
t{, MUH
%
100
8 M
13,28 13,48 13,68 13,88 14,08 14,28 {, MUH
%
100 e
13,28 13,48 13,68 13,88 14,08 14,28
t{, MUH
%
0
100
/\
13,28 13,48 13,68 13.88 14,08 14,28
t{, MUH

Puc. 2. Xpomarorpammsl (I'’X—MC) o nonHOMY HOHHOMY TOKY TpHdToparmisHbIx mpousBonusix JUIC (a), 'OC (0),
J9C (8), BOA (2) u ux cmecu (0)
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v a 40
100 >
215 406
231 1
420

I — ..l...u..dh,lll |

41 61 81 101 121 141 16l 181 201 221 241 261 281 301 321 341 361 381 401 421 441

mlz
%
100 6 47057
215
406
231
420
0 il ]l (71 B W) L.. o . FNERT) h Il . - l
37 67 97 127 157 187 217 247 277 307 337 367 397 427
m/z

Puc. 3. Macc-criekTpsl TpudTOparmmiIsHOT0 Mpon3BogHoro bDA, cooTBEeTCBYIONE BPpEeMEHH BBIXO/A MHKa Ha
XpOMaTorpaMMe TI0 TIOJTHOMY HOHHOMY TOKy 13,55 muH (a) u 13,36 muH (6)
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Taonuma 1

Macca HoHOB TPU(TOPANUIBLHBIX TPOU3BOIHBIX OMc(peHoa A M CHHTETHYECKHX ICTPOreHOB — MPOU3BOIHBIX
CTHJIbOEHA

[IpousBonnoe Bpewms ynep:xuBanus, MuH Maccbl HOHOB, m/z
Jwstunctunpoactpon—TDA 14,09; 14,30 241,203, 431
I'excactpon —TDA 14,13; 14,32 230, 204, 231, 231, 203
Juensctpon—TDA 14,06; 14,27 345, 215,203, 217
Bucpenon A-TOA 13, 36; 13,55 405, 215, 406, 231, 420

Tabnuma 2

PesyabTarsl onpenesienus Oncdenosna A B nuueBbIX npoaykrax (n = 3, P =0,95)

[Ipomyxr Crpana- Cpok xpanenunst | CreneHb usBnedenus, | Haiineno mr/kr, Mr/i s,
H3rOTOBUTEIH Mec %

3emeHblii TOpoIIeK Opannus 3 mec 90 0,29 +£0,03 0,08

«Bonduelle»

OnuBKH Ucnanus 17 mec 96 0,040+0,006 0,11

Kykypy3a crnamgkas CepOust 20 mec 92 —* -

«GreenRay»

JleTckoe MsCHOE TIOpe Poccus 7 mec 99 - -

«Téman

[epcuxn I'penus 14 mec 100 0,11+0,01 0,09

Onusku papmupoBanHbie | Mcnanus 14 mec 94 - -

KpPEBETKAMH

Kpachas dacons ¢ Benrpus 6 et 97 0,14+0,03 0,09

KyKypy30ii

CBHUHMHA TylUIeHas Poccus 3 mec 91 0,012+0,002 0,12

3elieHbli TOpoIeK Poccus 4 mec 92 0,77+0,06 0,06

Bona, BeinepxanHas Kwurait 2 Helenum 100 0,0012+0,0002 0,12

B MOJIUKapOOHATHO

Oy TBIIKE

«Pepsi-Cola» Poccus 5 mec 96 0,0051+0,0006 0,09

«Coca-cola» Poccus 5 mec 97 0,046+0,006 0,10

ITuBo «bantuka Ne7» B Poccust 6 mec 97 - -

OaHke

[TuBo «SHTapHOE» B Poccus 3 mec 97 0,0011+0,0002 0,11

OaHke

DHepreruueckuii HanuTok | Poccus 4 mec 100 0,043+0,005 0,08

«Red devil»

*He obHapyXeHO.
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ACTPOTEeHOB. B HOpBEXKCKOI cemre 0OHApyKEH CHHTE- Ha puc. 5-7 npencraBieHbl XpoMaTorpamMMbl 3KC-
trueckuii scrpored JI9C B kommuectBe 0,50+£0,03 MK/  TPakTOB M3 HEKOTOPBIX aHAIM3HPYEMBIX OOBEKTOB 0e3
kr (n=73, P=0,95). 100aBOK U ¢ 100aBKaMu LenaeBbIX coenruHeHnn. TDA saB-
a
B®A
1,0 112 114 116 1,8 12,0 122 124 126 128
t, MHH
o
B®A
1o 112 14 116 118 120 122 124 126 128
{, MUH

Puc. 5. Xpomarorpammsl (I'X—J[33) 3kcTpaKkTOB U3 KOHCEPBUPOBAHHBIX MIEPCUKOB 0e3 100aBKH
(a) u ¢ nobaskoit BDA (6)

12,0 12,2 12,4 12,6 12,8 13.0 13,2 13.4

! MMH

6 J2C

B®A

12,0 12,2 12,4 12,6 12,8 13.0 13.2 13.4
{,MUH

Puc. 6. Ilpumepsr xpomatorpamm (I'X—/133) nepuBaToB SKCTPAKTOB U3 TOBSIAUHBI Oe3 T00aBKH
(a) m ¢ mob6aBkoit BOA u [12C (6)
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JISI€TCS CUIIbHBIM AllMJIMPYIOIIMM areHTOM U B3auMOJIeii-
CTBYET CO MHOTMMU COCAUHEHUSIMU, IOATOMY Ha Xpoma-
TOrpaMMax HaOIroaeTcss OOJBIIOE KOJMMYECTBO ITHUKOB,
onnaxko nmuku BOA u JIDC xopoliio oTaestoTcs OT MH-
KOB TIOCTOPOHHHUX IpPHUMECEH, KpoMe TOTr0, UCII0JIb30Ba-

aue JAKOKMD nanst kOHIEHTpUpOBaHUS OOecTieYyuBacT
JIOTIOJTHUTEIbHYIO OYUCTKY IKCTPAKTOB. [Ipomomkurers-
HOCTh aHanm3a cocrtasisger 0,5-1,0 4, oTHOocuTenbHOE
CTaHJIapTHOE OTKJIOHCHHE PE3YJIbTaTOB aHaIu3a HE Ipe-
Beimaer 0,1.

8.0 9,0 10,0 11,0

MM«.J«.NQ- SR ,,h SO | S A

{ MWH

a3cC

8.0 9,0 10,0 11,0

12,0 13,0 14,0
t MUH

Puc. 7. [Ipumepsr xpomarorpamm (I'’X—J23) nepuBatoB 13 HOPBEKCKOM ceMru 0e3 100aBKH
(a) u ¢ nobaskoit BDA u J13C (6)
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COMBINATION QUECHERS SAMPLE PREPARATION AND DISPERSIVE
LIQUID-LIQUID MICROEXTRACTION FOR DETERMINATION IN FOOD
PRODUCTS POLLUTANTS ESTROGEN CHARACTER BY GAS-LIQUID
CHROMATOGRAPHY

D.S. Korolev, V.G. Amelin, A.V. Tretyakov

A simple and an express method of simultaneous determination of bisphenol A, diethylstilbestrol,
and hexestrol, dienestrol in canned foods, drinking water, alcoholic and non-alcoholic beverages
by gas-liquid chromatography with ECD and mass spectrometry detectors. Target compounds
from foods extracted with acetonitrile method QuEChERS. Additional purification and con-
centration of the extract was carried out dispersion liquid-liquid microextraction in carbon
tetrachloride. Translation of these compounds in the volatile derivatives carried trifluoroacetic
anhydride. Concentration range 0.5-100 mkg / kg. Duration analysis of 1-1.5 hours, the relative
standard deviation of the analysis does not exceed 0.1.

Key words: bisphenol A, diethylstilbestrol, hexestrol, dienestrol, gas-liquid chromatography,
QuEChERS, dispersive liquid-liquid microextraction.
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