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AHHOTaUuA

[MpennoxkeHa mpocrasi ¥ SKCIpPEcCcHass METOAMKa OJAHOBPEMEHHOTO omnpejeieHns: oucdenona A
(BDA) u amatuncruiboacrpona (A9C) B muTheBOi BOAE, AKOTOJIBHBIX H 0€3aJIKOTOJIbHBIX HAMUTKAX B
muamazonax 0,05-7 mxr/n gt BOA u 0,025-1,2 mxr/n gus JIDC, COOTBETCTBEHHO, METOIOM
ra3oKuAKOCTHOW Xpomarorpaguu ¢ JETEeKTOpOM II0 3axBaTy OdJIEKTPOHOB. l3BiedeHue U
koHueHTpupoBanue bBDPA u [I3C ocymecTBIAIM AUCHEPCHOHHON  KHUJIKOCTHO-XKHJIKOCTHOM
MHKpOIKCTpakuuei TterpaxiopmeranoMm. CrerneHp wu3BieueHusi cocraBwia 96-100 %, koaddunment
koHnenTpupoBanus - 96-100. [IponomkuTensHOCTh aHamu3a — 1-1,54, OTHOCHTE/IBHOE CTAaHAAPTHOE
OTKJIOHEHHE Pe3yNIbTaTOB aHaM3a He npesbiniaet 0,1.

KiroueBble cjioBa: JIMdTUICTHILOACTPOJ, OuChEHON A, Ta30KHUIKOCTHAS Xpomatorpadms,
JETEKTOP MO 3aXBaTy JICKTPOHOB, TUCIICPCHOHHAS KHIKOCTHO-XHUIKOCTHAS MUKPO3KCTPAKIIHS.

It is suggested a simple and rapid procedure ollsimeous determination of bisphenol A
(BPA) and diethylstilbestrol (DES) in drinking watelcoholic and soft drinks in the range of 0.05-7
mkg/L and 0.025-1.2 mkg /L respectively, by gassitj chromatography detector electron capture.
Extraction and concentration of BPA and DES ardgpered by dispersive liquid-liquid microextraction
by carbon tetrachloride. The degree of recovery 9,400 % and the concentration factor - 96-10@ Th
time of analysis was about 1 - 1.5 h, the relastandard deviation of the results of the analy&isnot
exceed 0.1.

Keywords: diethylstilbestrol, bisphenol A, gas-liquid chraimgraphy, electron capture detector,
dispersive liquid-liquid microextraction

BBepeHune

buchenonsr yxe 6onee 50 5ner UCMONB3YIOT B MPOW3BOJACTBE IUIACTMACC IS
MUINEBOW mpoMbinuieHHOCTH [1]. M3 Hux OucdeHnonm A sBIASCTCS OJHUM U3 KITFOUEBBIX
MOHOMEpPOB B TPOU3BOJICTBE OJIMOKCHUIHBIX CMOJ H Haubosiee oOmieir Qopmoit B
MOJIMKapOOHATHOM TUIacThke. M3 MONMKapOOHATHOTO TIUIACTHKA MPOU3BOAMUTCS IENbBIN
CHEKTP TPOAYKTOB. OYTBUIKM /I BOABI W HAIHUTKOB, CIIOPTUBHBIA WHBEHTAPb,
MEIUIUHCKIE MHCTPYMEHTHI, 3yOHbIe TJIOMOBI M TE€PMETHKH, JUH3BI Uit 04koB, CD u
DVD nucku. DOnokcuaHble CMOJbI, coaepxkamme BbMA, HCmomp3yloTcsi B KadecTBe
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MOKPBITHS Ha BHYTPEHHEH CTOpOHE TOYTH BCEX OAHOK Jisi HANUTKOB MU MPOJYKTOB
nuTaHus. YCTaHOBIEHO, uTo BDA obnagaer CBOMCTBaAMH ACTPOTEHHBIX TOPMOHOB U B
MaJIbIX J103aX BIIMSCT Ha DHIOKPHUHHBIN cTaTyc yenoBeka [2, 3]. OH omaceH qake B OYCHb
MajbIX KOJMYecTBax. YcraHoBieHHOe EBpomneilickoii komuccueit 3nauenue I[IJIK mis
nmuTheBOM Boabl — 10MKI/o.

[Ipu ipon3BOCTBE MOPEMPOAYKTOB B Ka4eCTBE aHAOOINYECKUX MPENapaToB 4acTo
NPUMEHSIOT HECTEPOUIHBIC SCTPOTCHBI - MPOU3BOAHBIC CTHIILOCHA (IUATUICTHIBOICTPOIT,
TEKCATPOJI, TUEHICTPOII), CIICAOBBIC KOJHUUYECTBA KOTOPBIX MOT'YT ObITh OOHApPYKCHBI U B
BoJie. Bce mpenapaThl 1aHHOTO THIIA 3alpEIIeHbl K UCIOJIb30BAHUIO U HE JIOMYCKAIOTCS B
MULIEBBIX MPOAYKTAX.

OcHOBHBIM MeToA0M KoJindecTBeHHOoro omnpenenenus IOC u BOA B mumieBbx
NPOAYKTaX SIBJISETCS XpPOMaTo-macc-criekTpoMeTpus [4,5], 4To B OOJBIIMHCTBE ClIydacB
HEJIOCTYITHO I PAIOBBIX Jlaboparopwii. [l omHOBpeMeHHOTo ompezaencHuss bOA u
JDC wame Bcero ucnoiib3yroT Metoabl BOXKX — MC/MC u I'X — MC ¢ aepuBatusanueii
AQHAJIITOB AHTHAPHIAMH OPraHWYEeCKUX KHCIOT (AIMIMPOBAHHME [0 T'MIPOKCHIBHOM
Ipynmne ¢ TOJYyYeHHEM JIETyduX  CJIOXKHBIX  3(GupoB). OCHOBHBIM  METOJIOM
MpOOOMOATOTOBKY  SIBJISIETCSL  KUAKOCTHAST OSKCTPAKIUA C TOCICAYIOIICH OYHUCTKOM
9KCTpakTa TBepAodaszHoi skcrpakuueit [4,5]. JlaHHbBI mporecc SBISETCS JAOCTATOYHO
JUTMTEIIBHBIM M TPYJIOEMKHM, a Takke TpeOyer OO0JbIIoro pacxoja TOKCHYHBIX
OpPraHWYECKUX pacTBopuTeleil. B mocnemHee Bpems Bce dallle BCTPEYAOTCS PabOTHI,
MOCBSAIICHHBIE TUCIICPCHOHHON KUAKOCTHO — KUAKOCTHOM MUKposkcTpaknuu (JIXKIKMD)
— JICIIEBOMY, MIPOCTOMY U 0€30MacHOMY CIIOCO0Y MPOOOMOATOTOBKH, KOTOPBIA MO3BOJISIET
CYIIIECTBEHHO CHU3UTh 00BEMBI paCTBOPUTEIIEH, BpEMS M TPYA03aTpaThl Ha aHanus3 [6-8].

Lenr HacTosmIed pabOTHI 3aKITI0YANIaCh B YIPOIICHHH U YACIIECBICHHH METOIUKU
oaHoBpeMeHHoro ompenenennss bPA wu [2C B BOoge W HaANUTKaXx METOJAOM
ra30kKUIKOCTHOW Xpomarorpaduu, a TakKe B pACIIMPEHUH BO3MOXHOCTEH HOBBIX
Croco00B MTPOOOTIOATOTOBKH TIPH ONIPECIICHUH TAHHBIX COSTUHEHUH.

AKCNepUMeHT

Ob6opynoBanve u peakTuBbl. Mcmons3oBanu razossiii xpomarorpad Clarus-600c
nerekropom 1o 3axBary aaektponoB (/I3D) (Perkin-Elmer, CIIIA). Pa3nenenue
MPOBOAWIN Ha KarmwusipHoii kononke OPTIMA® - 5 - Accent (Marcherey-Nagel,
I'epmanus) mmnot 30 M u BHyTpeHHHUM auametrpoM 0,25 MM (TodIIMHA TUICHKH
nenoasmwxknoi ¢aspl 0,25mkM). Temneparypa xoionku 120 - 310°C (ckopocTh Harpesa
15 rpan/mun), temmneparypa ucnapurens 240 °C, temneparypa merekropa 300 °C. Ias-
HOCHUTEIb — a30T, pacxoj 2 mui/MuH. B xpomarorpad BBoaumu 1 MK IpoObI 0€3 IeIeHHs
MIOTOKA C UCTIOJIb30BaHUEM aBTOMATHUECKOTO J103aTOpa.

Ucnonp3oBamu  Ouchenon A (Aldrich, CIIA), awstmncrunsosctpon  (dr.
Ehrenstorfer GmbHI epmanus), aneronutpun mist xpomatorpaduu (Merck, I'epmanus),
tpudTHiamue  (TDA), OeH30J, AUXIOPMETaH, TPUXJIOPMETaH, TETPAXJIOPMETaH ISl
xpomarorpaduu (Merck, I'epmanws).

Metoauka. B npoOupky emkoctbio 15 mi, conepxanryro 5,0 M aHamu3upyemoit
npoObl, C MOMOINIBI0 HINpHIa BOpbICKUBaIu cMmech 2,0 mi ameronutpuna c¢ 0,2 mn
TETPaxJIOPMETaHa, BO3JACHCTBOBAIMN YIbTPA3BYKOM B TeUeHHE 4 MUH, IIeHTpUDyTrupoBaiu
7 vun ipu 3000 06/MuH. OTaEIUBIIMICS HUKHAN CIIOH TMEPEHOCHIM B MUKPO(DIAKOH U
ylnapuBajiy Jocyxa B TOKe a3oTa. llomydeHHBIH cyxoil OCTaTok pacTBOpsuid B S50 MK
Tonyona, coaepxamero tpudropykcycubiii anruapun (TOA) m TOA (70:10:1) u
BoiiepskuBanu 15 munH npu 60°C, oxmaxaanu u XxpoMaTorpagupoBaiiu.
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Hns xapaktepuctuku 3(G(PEKTHUBHOCTH Tpollecca MPOOOMOATOTOBKH OOJIbIIIOE
3HaYeHHE uMeeT KodpduimeHT koHieHTpupoBanus (K) u crenenp usBieueHus (R),
paccunTtbiBacMbIc 1o Gopmynam (1) u (2) cooTBeTCTBEHHO:

Cc

K= 1)

o

TJC ¢x U Co — KOHLCHTpALU aHAJIUTAa B KOHCYHOM aHAJIM3UPYECMOM PaCcTBOPE U HadyaJlbHaAA
KOHIICHTpAaus aHaJIMTa B HCXOTHOM Hp06€ BOJbI.
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rae Vyu V, —o0beM KOHEYHOTO aHATM3UPYEMOT'0 PACTBOPA-KOHIICHTpATa U 00bEM MPOOHI.

O6cyxaeHue pe3ynbTaToB

B®A u JI2C umeroT B cBOEHl CTPYKTYype THAPOKCUTPYIIBI U JIETKO allUJIUPYIOTCS

TpUPTOPYKCYCHBIM aHTHIPHIOM:
HO O
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o o O
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BOA J2C

BeiOOp  ONTHUMANIBHBIX  YCIIOBHHM  MOJYYEHHS TPOU3BOMHBIX. [Ipu  BBIOOpE
ONTHUMAIBHBIX YCJIOBHI MOJYYEHUS TPOU3BOIHBIX 87‘{I/ITBIBaJ'II/I o0beM nobasisiemoro TOA
(25, 50, 100mkm), temmeparypy (20, 40, 60°C), xomuuectBO BHeceHHOro TDA wu
npopopkuteabHocTh peakiuu (5, 10, 15, 20mun). BbiOop ONTHMAaIbHBIX YCIOBHI
OPOBOAWIM 1O HAWOONBIIEH IUIOMAMM  XpoMarorpauyeckoro THUKa IEIeBBIX
KOMIOHEHTOB. OJIHUM U3 Haubosiee BaXKHBIX IMApaMETPOB, BIUAIOMIMX HA TJIOUIAN MHUKA,
0Ka3aJIOCh KOJIMYECTBO BBEICHHOIO Karanuszatopa TOA. Jlns uzydeHus BIUSHUS JAHHOTO
dakTopa rotoBuiu cMecu Toiryosia, TOA u TOA ¢ pa3nuuHbIM coiepKaHUEM TTOCIICTHETO.
[TonyuenHas 3aBUCUMOCTbD TIpeAcTaBieHa Ha puc 1.
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Puc. 1.3aBucuMoCTb mIomaneii XxpoMaTorpaguyeckux MUKOB MPOU3BOIHBIX
J9C (1) u BOA (2) ot BBemenHoro konundyectsa TOA
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OnTuManbHBIC YCIOBUS TOJYYEHHUS MPOU3BOAHBIX CIEIYIONIHE. CyXOHW OCTaToK,
conepxanuit BOA u JIDC pacrBopsiin B 50 Mk cmecu (k 350 Mkt Tostyona 100aBIsiiu
50 Mk TOA u 5 Mk 1 % -nHoro rekcanoBoro pactsopa TDA (70:10:1)),BeiepkuBanu
15 wmwHyr B cymwibHoM mkady npu Ttemmneparype 6C0°C, oxmaxmand wu
XpomMarorpadupoBay.

Obpasyromecs  TpUPTOPIPOU3BOAHBIE  JIeTydn u  ompedenstores  J130.
[TomydeHHBIE TPOU3BOIHBIC XOPOIIIO PA3ACIAIOTCS HAa KAaMUJUISPHON KOJIOHKE OPTIMA® -
5 - Accent puc. 2).

nac

BDA

0o 1 2 3 4 5 6 7 8 9 10 11 12 13 t muH
Puc. 2. Xpomarorpamma cTaapTHOro pactBopa npou3BogHsix bBOA u 19C
(5 Mkr/m).

Onrumusanys YCIIOBUM JCIIEPCUOHHOU KUJIKOCTHO-)KUJIKOCTHON
MHUKPOIKCTPAKIUU. Boibop sxcmpacenma. B KxadecTBe HKCTpareHTa MCIoJIb30BalIn OeH307,
TPHUXJIOpMETaH, auxjopMmerad W Terpaxjopmerad (TXM), B KOTOPBIX pPacTBOPHMOCTH
U3y4aeMbIX BEIECTB BBINIE, YE€M B aLETOHUTPUIC. YCTAHOBJIECHO, YTO HaMOOJbIINE
MJIOMIAIU XpoMaTorpadhuIeCKUX MAKOB MOTyUEHbI TIPHU UCTIOIB30BaHuH T XM.

Ob6vem sxempazenma. O6bem BBoaumMoro TXM BapsupoBanu ot 10010 300 mkJ1.
MHUKpOIKCTPAKIMIO TMPOBOJMIN TIPU MOCTOSHHOM o00beMe nucmepraropa (2 mi
arleroHuTpuia). Vicxonas u3 moiay4eHHbBIX IUIOMmIaAed mukoB npou3BoaHbix BOA u J19C,
YCTaHOBJICHO, YTO ONTUMAIBHBIN 00BheM dKcTparenTa coctasisier 200 mk.

Obvem Oucnepeamopa. O06beM nucnepraropa BapbupoBamu oT 1 1o 4 mi.
VYcTaHoBIIEHO, YTO IIOIIAAN TUKOB BO3PAcTAlOT C YBEIUUYEHUEM 00beMa JucnepraTopa 10
3,5 M1, ocse 3TOro 3KCTPareHT HACHIIIACTCS AETOHUTPUIOM M BBIJCISACTCS B BEPXHEH
daze, cTeneHb U3BJICUEHUS TIPH ATOM pe3ko nagaeT. OnTUManbHBIM ObUT BEIOpaH 00beM 2
MII, IOCKOJIBKY B 3TOM CiIydae HaOJI0oaeTcsi MaKCUMallbHasl CTEIeHb W3BJIedYeHus (Om3ka
k 100%). BaxkHO Takke COOTHOIIEHHE BHOCHMOIO aWcCIiepraropa B Boay. W3ydamu
CIIEIYIOIIE COOTHOILCHHS T00aBIsIeMOro nucrepraropa (aneronutpuia) kK Boae 2 @ 5, 3 :
5,4:5,3: M 2 8.YcraHOBIEHO, YTO C YBEIUYCHHUEM O00BEMa BOJIBI IIPU OJUHAKOBOM
oObeme areroHuTpwia (2 M) IUIOMIAAM XPOMATOrpaguyYecKUX MHKOB aHAIHUTOB
YMEHbILAIOTCA, TIOATOMY ONTHUMAJIBHBIM BapUAHTOM SIBIISICTCS] IPUMEHEHHUE S MJI BOABI U 2
MJT alleTOHUTPUIIA.

Brusnue ynompazeyxka. O6paboTka mpoObI yIBTPa3BYKOM CITIOCOOCTBYET OOJIBIIEMY
JUCTIEPTUPOBAHUIO dKcTpareHta. Ha puc. 3 mpencraBieHa 3aBUCHMOCTb  IUIOIIAIH
XpoMaTorpaguiIecKux IMHKOB OT MPOJOJDKUTEIBHOCTH O0pabOTKH yibTpa3BykKoM. Kak
ClIeZlyeT U3 PUCYHKA, ONITUMAIIbHBIM SIBIIsIETCSI 00paboTKa MpoOkl YIbTPa3BYKOM B TECUCHHE
4 MuH.
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Puc. 3.3aBucumocts mironaaeit mukoB bOA (1) u JI2C (2)

OT MPOAOIIKUTEIHHOCTH 00pa0OTKU YIBTPA3BYKOM

Memponoeuueckue xapakmepucmuxu memoouxu. IIpu BHIOpaHHBIX ONTHUMAaIbHBIX
ycnoBusax crenenu ussnedenus 1t bBOA U JI3C cocrasmim 96u 100 %cooTBETCTBEHHO,
kod(durmentsl koHeHTpupoBanus — 96-100,/lnana3oHbl THHEHHOCTH TPaTyHPOBOYHBIX
rpa¢pukoB — 0,005-0, Axr/mi (y = 10699,01x + 11,331 BDA, 0,0025-0,121kr/ma (y =
3551%-31,97) mis JIDC. Ilpenenst oOHapykeHus (cooTHomieHHe curHam/mym = 3)
AQHAJIUTOB B KHIKUX Cpelax ¢ ydeToM KoddduuueHta KoHueHtpupoBanus (96-100)
cocraBmn 0,018 mxr/m u 0,008 mxr/n s BOA u JI9C COOTBETCTBEHHO, a IMPEICITBI
onpenenenus (coorHomnienue curan/urym = 10) - 0,051 0,025mkr/n st BOA u J19C.

Onpeodenenue FPA u J{OC 6 600e u nanumxax. [IpoaHann30poBaHbl HAITUTKH H
BOJIbI Ha COJEpKaHKUE B HUX OucheHona A u AMSTHICTHIB03CTpoa. Pe3ynbraTsl aHanusa
npecTaBiIeHbl B Ta0u. 1, puc 4.

Ta6muma 1. Pesynbrarsl onpenenenus bOA B manutkax (n= 3, P =0,95)

Cre-
Cpok MeHb Haitneno | HaiigeHo
Marpuia Hsroro- pr;He- H3BJIC- BODA, J2C, S
BHUTEIb
HUS, MEC. | YEHUS, MKT/T1 MKT/11
%
Bona,
BRUIPRATHAA B 1 Kuraii | 2memenn | 100 | 1.2+0.2 - 0.12
MOJTMKapOOHATHON
OyTBUIKE
«Pepsi€ola» Poccus 5 96 5.1+0.6 - 0.09
«Cocacola» Poccus 5 97 4.6 H0.6 - 0.10
IIuBo «banThka Ne 0.053
7» B OaHKe Pocens 6 97 i +0.004 0.09
SpnuBo
«SIHTapHOE» B Poccus 3 97 1.1+£0.2 - 0.11
OaHKe
DHepreTU4ecKuit
Hanutok «Red Poccus 4 100 43+0.5 0.08
Devil» B 6auke

[pumeuanue - BeeaeHo 0,05mxr/n 1IC
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Asc
BOA

" 1,5 12 12,5 13 13.5 t, MUH

BOA

”11 ‘4,5 1“2 12,5 13 -
Puc. 4. XpomaTorpaMMbl 9KCTPaKTOB M3 BOJIBI, BBIJICP)KAHHOM B MOJUKApOOHATHON
Oytbuike: a —c BBeZeHHbIM BOA u JIDC B konmuuectBe 0,10u 0,05mkr/min
COOTBETCTBEHHO, O — 0e3 100aBKu

\ﬁw/\\ N/\\Nf \v/\ "~ /\ N A \

NAN

1 11,5 12 12,5 13 13,5 t, MMH
a

N A /\A/\\f \/\\k/\%/ \/\J\_JM/\M

11,5 12 12,5 13 13,5 t, MMH
0
Puc. 5. XpomarorpaMMbl 5KCTPaKTOB M3 SHEPreTHUeCKoro Kokteins «Red Devil»:
a —c BBeaeHHbIM BOA u JIDC B konmmuectse 0,10u 0,05MKr/Ma COOTBETCTBEHHO,
0 —0e3 mobaBku
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TpudropykcycHbIi aHTUAPUI SBISETCS CUJIBHBIM AIMUIMPYIOIIUM areHToM H
B3aMMOJICHICTBYET CO MHOTHMH COCJUHEHHUSMH, T[03TOMY Ha XpoMaTorpaMMmax
HaOmoaeTcss OOJbINOEe KOMMYECTBO MUKOB, onaHako mnuku BDA u JIDC xopormro
OTJIEJISIFOTCS. OT MHUKOB IOCTOPOHHUX NpUMECEH, Kpome Toro, ucrnoisb3oanue JKKMO
JUIsl  KOHIICHTPUPOBaHUS  0OecreyrBaeT JOMOJHUTEIbHYI0O OYHCTKY JKCTPaKTOB.
[MpopomxurensHocTh ananmu3za 0,5-1 4, OTHOCHTENBHOE CTAaHIAPTHOE OTKIOHEHUE
pe3yapTaToB aHanu3a He mpesbimaet 0,1.
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