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AnHoTanusi. B cratee npezacTaBieH sKkcnpeccHbI crioco0 omnpenenenus 6ucdeHona A B 3TaHOJIBHBIX JKC-
TpakTax ¢ IpUMEHEHHEM ra3oBoii xpomaTo-macc-criekrpomerprun (I'X-MC). PazpaboTka HanpaBieHa Ha pe-
IIEHWE 33/1a4M COBEPILICHCTBOBAHUS aHAJIMTUYECKOTO KOHTPOJIS KadecTBa W OE30IacCHOCTH IHIIEBOH Taphl,
M3TOTOBJICHHOW M3 IJIACTMAcC WM UMelolel snokcuanoe nokpeitue. Meron I'X-MC npuobpen cratyc pe-
(hepeHTHOTO B aKKPEIUTOBAHHBIX aHAJMTUUECKHX JIA0OPaTOPHSIX B MACHTH(UKAIIMN IPUMecel KOHTaMUHaH-
TOB B IHIIEBOX M ankoronbHO# nmpoayknuu. bucdenon A (BDA) ucmonp3yercss B kKadecTBe MOHOMEpPa TpH
TONyYSHHUX Psifia TUTACTHKOB M AMOKCHAHBIX cMoJl. CBoOOoaHBINT BDA MokeT coiepKaThCsi B KOJIMYECTBAX,
MIPEBBIMIAIOIINX JOMYCTUMBIN YPOBEHb B NHIIEBOH Tape. He cMOTpst Ha CpaBHUTEIBHO HU3KYIO TOKCHYHOCTD
B®DA, criocobeH HaKaIIMBaTHCS B OpTaHU3ME YeJIOBEKa M BBI3BIBATH BPEIHOE BO3JCHCTBHE Ha 30pOBEE. Pa3-
paboTKa 3KCHPECCHBIX METOANK MACHTU(HUKANNHN U KOJMYECTBEHHOTO onpeeneHns b A Ha xpomaTto-macc-
CIIEKTPOMETPUUECKOM 000PYIOBaHUH ABISAETCS aKTya bHOU 3a/1aueil. Mcciie1oBaHusI BRIIOIHSAIN HAa Ta30BOM
xpomarorpade Agilent 8890, ocHalleHHOM Macc-CEICKTHBHBIM JETEKTOPOM Mojenu 5977B, kanuuisipHOT
xononkoi Ultra ALLOY®-5 UA5-30M-0.25F nyunoii 30 M. B pesysibTare npoBeeHHBIX 3KCIIEPUMEHTOB M0-
J0OpaHbl ONITUMAaJIbHBIE PEKUMBI JUTS OTIpeiesieHns Oucdenoia A B STaHONBHBIX 9KCTpakTax. PaspaboraHHbIit
crnioco6 omnpeznenenus bBOA B aTmiioBEIX pactBopax ¢ npumeHenneM '’ X-MC MoxeT ObITh PEKOMEHI0BaH /ISt
pa3paboTKy METOIMK KOHTPOJIS KadecTBa U O€30MaCHOCTH MUIEBOI Tapbl, KOHTposss BAMA B cimpToconepka-
IMUX JKAAKOCTSX, a TAKKE B CyA€OHO-METUINHCKO SKCIIEPTH3€E B KaUeCTBE pehepEHTHON METOIUKH IS IO~
TBEPKACHUS TOCTOBEPHOCTH HACHTHUUKAIHA bDA.

KroueBble cioBa: 6uceHos A, ra3oBasi XpOMaTo-Macc-ClIeKTPOMETPHS, SIOKCHIHAS CMOJIa, TIUIIEBas I1a-
CTHKOBAs Tapa, KOHTPOJIb KauecTBa.
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Abstract. The article presents an express method for the determination of bisphenol A in ethanol extracts using
gas chromatography-mass spectrometry (GC-MS). The development is aimed at solving the problem of im-
proving the analytical quality control and safety of food containers made of plastics or having an epoxy coating.
The GC-MS method has acquired the status of a reference method in accredited analytical laboratories for the
identification of contaminant impurities in food and alcohol products. Bisphenol A (BPA) is used as a monomer
in a number of plastics and epoxy resins. Free BPA may be contained in quantities exceeding the permissible
level in food packaging. Despite the relatively low toxicity of BPA, it can accumulate in the human body and
cause harmful effects on its health. The development of express methods for the identification and quantifica-
tion of BPA on chromatography-mass-spectrometric equipment is a relevant task. Research was performed
using Agilent 8890 gas chromatograph equipped with a mass selective detector 5977B , an Ultra ALLOY
capillary column®-5 UAS5-30M-0.25F, with the length of 30 m. As a result of the experiments, the optimal
modes for the determination of bisphenol A in ethanol extracts were selected. The developed method for the
determination of BPA in ethyl solutions using GC-MS can be recommended for control of the quality and
safety of food containers, control of BPA in alcohol-containing liquids, as well as for forensic medical exami-
nation as a reference method for confirmation of the reliability of BPA identification.

Keywords: bisphenol A, gas chromatography-mass spectrometry, epoxy resin, food-grade plastic containers,
quality control.
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MaT030HM/I0B), HAPYIICHUIO (EPMEHTOB Tie-

BBeaenue
YeHH W JIPYTUM JHIOKPHUHHBIM 3a00IieBa-
buchenon A [BDPA, BPA, 2,2-6uc(4- pmuam [1-3]. HMerorcs Takxke I0Ka3aTelb-
THAPOKCH(EHUI)IIPONa)] — COCAMHEHHE cTBA TOro, YTO JaXKe HM3KMH ypOBEHb BO3-

(hEHONBHOTO THIIA, HCTIOIb3YEeMOE IS IOJTY-
YEHUS TIOJIMKapOOHATOB, MOIUCYIb()OHOB U
AMOKCUAHBIX CMOJ. DTO KIIOYEBOH KOMIIO-
HEHT (MOHOMEp) SMOKCHUAHBIX CMOJ, M-
POKO HCIIOJIb3yeMBIX B KaueCTBE BHYTPCH-
HEro MOKPBITHS METaUNINYeCKUX OaHOK st
MPOJYKTOB MUTAHUS U HAIMUTKOB, JUISI H3T0-
TOBJICHUS TJIACTUKOBBIX MUIIEBBIX KOHTEH-
Hepos [1-10].

BDA mMokeT MUrpupoBaTh W3 BHYTPEH-
HUX TOKPBITUM KOHCEPBHBIX OaHOK W W3
IUIACTHKA THILIEBbIX KOHTEWHEPOB B IPO-
TyKTBI TUTaHus. MHOTOUYUCIIEHHBIE Tabopa-
TOpHbIE HCCJEIOBAaHUS Ha >KUBOTHBIX, a
TaKk)Ke€ HEKOTOPBIC HAONIOJIEHUS Ha JIFOMSIX
MOKa3ajd, 4YTO HAKOIJIEHME B OpraHU3Me
B®A mnpuBOANUT K YBEIMYEHUIO YacTOTHI
CEpJICYHO-COCYIUCThIX 3a00JIeBaHMM, aua-
Oera, paka pempoOAyKTUBHON CUCTEMBI (SH-
YeK, MPOCTaThI), K IpodiemMam ¢ pepTUiIbHO-
CTBIO (HM3KO€ KOJTMYECTBO M KA4eCTBO CIIep-

nevictBust BOA, 0coOEHHO Ha YYBCTBUTEb-
HBIX CTaMIX )KU3HEHHOTO [TUKJIIa (Y TUIO/IOB,
MJIAICHIIEB W JCTeH MIIaJAIIero BO3pacTa),
MOJKET MPUBECTH K HEOOpATUMOMY U3MEHE-
HHUI0O B TOPMOHAQJIBHOM, Pa3BUBAIOLIEH WIIH
PENPOAYKTHUBHON CIIOCOOHOCTH. HEBPOIIO-
ruyeckass U DHAOKPUHHAS CHUCTEMBI. JTH
(haKThI IPUBJICKIIA 3HAYUTEITILHOC BHUMAHUE
KaK Hay4YHOTO COOOIIEeCTBA, TaK U PETYJIHPY-
IOIIME OpPraHbl rOCYJIapCTB U3-3a YXKE MpH-
3HAHHOTO SHJOKPUHHO-PA3PYIIAIOIIETO
coiictBa bDA. Ilo crenenn Bo3ACHCTBUS
Ha opraHu3M BDA OTHOCHUTCS K BellleCTBaM
3-ro KJ1acca OacHOCTH (YMEPEHHO OMacHbIe
BemectBa, ['OCT 12.1.007). IIpenensHO 110-
nyctumasi koHuentpauuu (ITAK) BDA B
BO3yXe pabodeii 30HBI — 5 MI/M°, UTO B TIe-
pecuere Ha JKUAKOCTh JaeT 5 MKT/ M. IIJIK
st conepxanusi bBOA B Bozme, B BOAHBIX
00BEKTaX XO35HCTBEHHO-TTUTHEBOTO U KYJTb-
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TYypHO-OBITOBOTO BOJIONOJIb30BaHUS, yCTa-
HOBJICHA, COTVIACHO TMTMEHUYECKUX HOpMa-
tuBoB I'H 2.1.5.1345-03, B kommuecTBe
0.01 mr/am>. B eBponeiickux cTpaHax MeHee
KECTKUe TpeOOBaHUS Ui IJIaCTMAacC, KOH-
TaKTUPYIOIIUX C MUIIEBBIMHU MPOAYKTaMHU, a
UMEHHO OBLJIO YCTAHOBJIEHO 3HAYCHHE MHU-
rpaiuu BOA 0.6 mr/kr [12].

B 2016 rogy YnpaBieHue no caHuTap-
HOMY HaJ[30py 3a KaueCTBOM IHILIEBBIX MPO-
nyktoB 1 MmeaukameHToB CIIIA (FDA) pa3sb-
SICHWJIO0, 4TO 1032 BDA B nuILeBbIX TPOAYK-
Tax W HAIIUTKax, XpaHUMBIX B Tapax, IPOU3-
BEIEHHBIX C HCIOJIb30oBaHneM BDA, 0Oes-
omacHa, OJHAaKO IpPH YCJIOBHHM, YTO MpO-
IYKThl HE OBUIM TPHUTOTOBJICHBI WM Pa30-
rpeThl B Tape, coaepxaieid bOA. Onnako,
AMOKCUJHBIE CMOJBI, conepxkamue BbDA,
M3-3a MMOTEHIMAIbHON OMacHOCTH IJI 3]10-
poBbsl B SImOHWM OBLIM 3aMEHEHBI B MHUIIIE-
BOM Tape Ha IUIaCTUKH, HE COZIEPKAIIHE ITOT
KOHTaMHMHAHT. EBpONENCKUM yIpaBIEHUEM
no 0e30MacHOCTH MHUIIEBBIX MPOIYKTOB
(EFSA) u FDA orpaHnuuuim ucronbpb30BaHUe
BPA B mmacTMKOBBIX OyThUTOYKAX JJIS
KOPMJIEHUSI MJIQJICHIIEB U PEKOMEHAYIOT HE
noaseprath Bo3aehcTerio bOA ManeHbkux
neTeit, 0epeMeHHbIX U KOPMSIINUX KEHIIHH,
KOTOpBIE SBIISIOTCS HauOoJee BOCIPUIMYH-
BBIMU Ipynnamu HaceneHus. Kak mokaszanmm
OTJIeNbHBIE HccaeaoBanHus [1], MapkupoBka
IUIACTUKOBBIX w3neimid «BPA-free» wim
«0% BPA» HEepenko He rapaHTUpPYET €ro OT-
cyrcTBus. Ha OCHOBaHMM IaHHBIX 3THX HUC-
cienoBanuil B [1] maHel pekOMEHIAIuU HE
UCIIOJIB30BaTh Tapy, BO3MOXKHO COJEpXka-
nyro bOA s XpaHeHUs! CIIUPTO- U KUPO-
cozepXkalieil NMpoayKIMH; HE HarpeBaTh B
9TOU Tape BOAY U IUILY.

Xpomarorpapuueckre MeToJbl aKTUBHO
IPUMEHSIOTCS B KOHTposie bDA B pasnuu-
HBIX Cpelax — OMOJOTHYECKUX KUAKOCTSX,
KOHCEPBUPOBAHHBIX THILEBBIX MPOIYKTaX,
aJIKOTOJIBHBIX HAaIUTKaX U cokax [1-10]. 3to
TCX, IN'KX, BOXX ¢ paznuyHbIMH C1I0CO-
O6amu nerexktupoBanus. TCX B TaHaeMme C
U(PPOBON IIBETOMETPHENH — CPAaBHUTEIHHO
HHU3KOOMOKeTHBIN MeTox [10], omHako Me-
Hee HagexHbil, yem BOXX u KX, Cpenu

XpoMarorpaduueckux MeETOJOB OCOOEHHO
Beigensgercst BOXX-MC, T.e. Meron
B2XKX, coBmenieHHbIN ¢ MacC-CIEKTPOMET-
pom [1, 2, 5, 9], kak Haubomnee nHpopmMaTuB-
HbIi. OHaKO OH W Hamboyee JOpPOTOCTOS-
U KaK 1Mo anmaparypHoMy ohopMIICHUIO,
TaKk U MO pacXoAHBIM MarepuaiaM. Merton
KX takske anpobupoBaH B KOHTpoje bOA
B pa3JIMYHBIX cpenax [6-8]. s atux meneit
MPUMEHSJIM KaK IJIAMEHHO-MOHHM3AIMOH-
HBIM JIETEKTOpP, TaK U MacCC-CIIEKTPOMETPHU-
yeckuil. J{ig BeigeneHus bOA u3 ananmmzm-
pyeMoil cmecu pa3paboTaHbl pa3uyHbIE
CHOCOOBI KHUIKOCTHO-KUAKOCTHOM IKCTPAK-
uu, TBepAo(]a3HON 3KCTpaKIUHU, ampoOu-
poBaH W  KOMOWHHUPOBAHHBIM  CIOCOO
QuEChERS. lyns sKkCcTpakiuu MpUMEHSUITHA
AlETOHUTPUII WIIK €r0 CMECh, HalpHUMeEp, C
STHJIALETaTOM WJIM M3OMPOMHUIOBBIM CIHUP-
ToM. [locie KOHIIEHTpUpOBaHUS IJisi aHa-
nmu3a metonoM [ KX BDA noasepraim ste-
puduKanuy, MEePeBOIWIN B JIETKOJIETydee
MIPOU3BOTHOE.

B nensx ontumuzanuu BersiBiaeHust bOA
B OKCTPaKTax U3 IOJUMEPOB IPOBENEHO
naHHOe uccienoBanue. M3pectHo, 4To mpo-
OOMOATOTOBKA SBJISIETCS OJJHOU U3 Hanbolee
BaXHBIA CTagWii XHMHYECKOTO aHaJn3a,
o0ecrneunBaroIas TOYHOCTh PE3YIbTaTOB U
JOCTOBEPHYIO HJCHTHU(PHUKALUIO LEJIEBBIX
aHAIUTOB. BMecTo XHMAKOCTHO-XKHUIKOCT-
HOM SKCTpaKIMU TOKCUYHBIM U JOPOTOCTOS-
UM allETOHUTPWIOM M TOCIEayronei ae-
puBatuzanuu bBOA yKCyCHBIM aHTHUAPUAOM
— BEILECTBOM, BXOJSIINM B MEpPEUYEHb Ipe-
KypCOPOB, MOJUIEKAIIUX KOHTPOJIIO Ha Tep-
puropuu Poccuiickonn denepanuu, npeio-
KEeHa SKCTPAKIMs U3 IJIaCTHKA 3TaHOJIOM, B
kotopom B®A xopomo pactBopsercs M
npsiMmoe xpomarorpadupoBanre bOA (Tem-
neparypa kunenusa 220°C). Taxoil moaxon
MOKHO OTHECTHU K «3€JIEHOI» XpomaTorpa-
¢bumn.

Takum o0pazom, IeNb HCCIeIOBaHUS —
M3YYUTh aHATUTUYECKHUE BO3MOXKHOCTH Me-
TO/Aa Ta30BOM Xpomarorpaduu c Macc-ce-
JIEKTUBHBIM JIETEKTUPOBAHUEM JJIsL IPSIMOTO
onpeneneHuss ouchenona A B pekTuduko-
BaHHOM 3TUJIOBOM CIIHPTE.



https://ru.wikipedia.org/wiki/Food_and_Drug_Administration#cite_note-3
https://ru.wikipedia.org/wiki/%D0%AF%D0%BF%D0%BE%D0%BD%D0%B8%D1%8F

ISSN 1680-0613

Copbyuonnwvie u xpomamoepaguueckue npoyeccol. 2023. T. 23, Ne 1. C. 6-17.
Sorbtsionnye i khromatograficheskie protsessy. 2023. Vol. 23, No 1. pp. 6-17.

Tabmwmma 1. XapakTepruCTHKH TPagyHPOBOYHBIX pacTBOPOB bD A mpH MOBEPHUTEIHHOM BEpOSTHOCTH

P=0.95
Table 1. Characteristics of BPA calibration solutions with confidence probability P=0.95
No5 Ne4 Ne3 No2 Nel
C, o C, o C, o C, o C, o
Mr/am> 3, % Mr/am> D, % Mr/am> 3, % Mmr/om? 0, % Mmr/om? D, %
1.8 +2.5 1.2 +2.5 0.6 +3.0 0.4 +3.5 0.2 +3.5

JKCNepUMEHTAIbHASA YaCTh

O6opynoBanwue. /s mpoBeaeHUs HCCIe-
JIOBAaHUM METOJOM T'a30BOM XpOMATO-Macc-
CHEKTPOMETPUM  HUCMOJb30BAIM  Ta30BbII
xpomarorpad Agilent 8890 (CILIA) ¢ macc-
CEJICKTUBHBIM JETEKTOPOM Agilent
GC/MSD 5977B u cuctemoit aBTromMaruye-
ckoro BBojia mpoos! Agilent G4513 A u mHo-
ropyHKIIMOHAIBHEIM THpoan3epoMm EGA/
PY-3030D (Amonwus). IlpuHuun neicTBus
XPOMAaTO-MacC-CIIEKTPOMETPUUECKOU  CH-
CTEMbI 3aKJIIOYAETCsl B Pa3JelIeHUH aHallu-
TOB aHAIM3UPYEMOI MPOOBI B KATMILISPHOM
KOJIOHKE M TIOCTIEAYIOLIEM JeTEKTUPOBAHUU
Macc-CeJIeKTUBHBIM JAETEKTOPOM. XPOMaTo-
rpaduueckoe paszjelieHHe MNPOBOAWIM Ha
TEPMUYECKH CTAOMIBHON METaTH4ecKOM
KanuJUISIPHOM KOJIOHKE C HEMOJISIPHOM HEMo-
neuxkHOU (hazoit Ultra ALLOY®-5 UAS-
30M-0.25F. MccnenoBanue MpoOBOIUINA Me-
tonoM ['X-MC mo meroamke, pa3zpaboTaH-
HOH B X0Jle HacTosdIero uccieqosanus. O0-
paboOTKy M3MEPEHU BBITIOIHSUIA C MCIIONb-
30BaHHEM MPOTPaMMHOIO oOecreueHus,
BXO/ISIIIIETO B COCTaB XpOMATOTrpauyecKoro
KOMIUIEKCa. AHAIUTUYECKUE OIpeaeeHuUs
TUTSE KOKIOW TIpOoOBl MPOBOIWIM HE MEHEe,
4YeM B TPEXKPATHOU MOBTOpPHOCTHU. J[J1d B3si-
THUS HABECOK MPUMEHSIN aHAIUTHYECKUE
BeCEI HeaBTOMaTHueckoro nercraust GR200
(Analog & Digital, flnoHus) ¢ morpemHo-
cteto He Oosee +£0.0003 r. Jlnsa mepemerniu-
BaHMs MPO0 MCMOIb30BATH BUOPALMOHHBIN
cmecutens Jabopatopublii Reax Control
(Heidolph, I'epmanus) ¢ ammuiuty 10it 5 Mm
U MaKCHUMaJIbHOW CKOPOCTBIO BUOpamuu 2
500 06/mMuH. OUIBTPHI OyMakHBIE 00€330-
JICHHBIE Ta0OPATOPHBIE TUTIA «CUHSS JICHTa»
¢ nopamu 1uameTpom 0.45 MKM.

PeakTuBsbl. JlJ11 IpUroTOBICHHUS] MOAEIIb-
HBIX PACTBOPOB UCIOJIb30BaIH buchenon A

kBanmudukamu x.4. (Sigma-Aldrich, CIIIA)
C COJEpKaHHEM OCHOBHOT'O BeEIIEeCTBAa HE
MmeHee 99.6%. B kauecTBe pacTBOpUTENS UC-
MOJB30BAIM ATWIOBBIN cnupT it BOXKX
96%, kar. Ne 112010.1000 (Poccus). Mo-
JieNIbHbIE PacTBOPHI TOTOBMIIM B JabopaTop-
HBIX YCTIOBHSIX TIPH TEMIIEPATYPE OKPYKaro-
miero Bo3ayxa 20+£5°C. Jiist npuroToBIeHUS
MO/JICJIBHBIX PacTBOpoB OucheHonma A mac-
coBOM KoHIeHTpauuert 1.2 u 1.8 M/ oM’
HaBecky bDA momemanu B MEpHYIO KOJOy
BMeCTUMOCTBIO 1 1M, pacTBopsmu B 500-
600 cM® STHUIIOBOTO CIupTa, JAOBOIWIH O
METKHM U TIIATEeNbHO TepeMeruBanu. Pac-
TBOpel ¢ KoHueHtpauusmu 0.6, 0.4 wu
0.2 mr/nom? MOJTy4aJTH METOJIOM pa30aBIICHHS
pactBopa BDA ¢ KoHueHTpauuen
12wmr/nM* B 2,316 pa3 COOTBETCTBEHHO
(Tabm.1).

OOBEKTHI U METO/IBI UcciieioBaHus. B ka-
4ecTBe OOBEKTOB HCCIIECIOBAHUS ISl TIOJ-
O6opa ontuManbHBIX pexxuMoB ['X-MC wuc-
MOJIB30BAJIM MOJIENBHBIE PACTBOPHI Ouche-
HOJIa A M CIHPTOBBIE HKCTPAKTHI 00pa3LoB
TJTACTUKOBOW Tapbl. DKCTPAKTHI MOTyYald
npu Temreparype 20+5°C. s uccnenoa-
Hus cBobomHoro bDA B mactuke obpaszerr
MaTepuaia u3Menbuain A0 YacTHIl pazMepa
~1x1 mM. HaBecky n3MenbueHHOTo obpasia
MOMENIAIA B TIJIOCKOJOHHYIO KOJIOYy 0OBhe-
MoM 25 e’ u mozaropom BHocumu 10 cm®
STHJIOBOTO CIUPTA, 3aT€M TILIATENILHO Nepe-
MeluBany B TedueHuu 10 MUH ¢ UCIoJIb30Ba-
HUEM BHOpAIMOHHOTO CMECHUTEINsl, IOoCie
yero (uiIbTpoBaIM 4epe3  OyMasKHBIN
¢bunbeTp. [lomyyeHHBIH pacTBOp MOMEIIATH B
KosOy ¢ mpurepToil Kpeimkoid. IIpo0y xpa-
Huu ipu Temneparype (20£5) °C ve Gonee
8 yacos.
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O0cy:xnenne pe3yJibTaTOB

Ha ocHoBaHuu aHanuza IUTepaTypHBIX U
MAaTEHTHBIX UCTOYHUKOB [6-8] mis ompene-
nenust BOA B nmnacTmaccax HaMu ObLia BbI-
Opana paOouass cranmus Agilent 8890
(CIIA) ¢ Macc-CeneKTHBHBIM JETEKTOPOM
Agilent GC/MSD 5977B u cucremoii aBTo-
MaTU4YeCKOro  BBOoAa  mpoOsr  Agilent
G4513A. OnHuM U3 IPEeUMYIIECTB BHIOpaH-
HOM CHCTEMBI SBIIETCS BO3MOXHOCThH MOJI-
KJIIOYEeHUsl Juid BBoJga OOpas3loB MHO-
ropyHKIIMOHATRHOTO THpoau3zepa Multi-
Shot pyrolyzer EGA/PY-3030D (SmonHwus).
OTOT NMUPOJIU3Ep — YHUBEPCAIBHBIA BCHO-
MOTATENbHBI MHCTPYMEHT ISl HM3Y4YCHUS
XMMHYECKOI'0 COCTaBa MOJIMMEPOB, KOTOPbIE
HE MOTYT OBITh HEMOCPEJICTBEHHO BBEIICHBI
B HCIIApUTENIh ra30BOT0 XpoMaTorpada.

[MuponuTtHdyeckass razoBas XpomaTo-
Macc-CIIEKTPOMETpUsT ~ —  YHHUKaJIbHOE
HanpasieHue pas3Butus meroga ['X-MC,
MO3BOJIAIONIEE TMPU  MPOrPaMMHPOBAHUU
TEMIEPaTypbl YCTPONCTBA BBOJA MPOOHI,
BHayYaJle pa3JIeUTh U 3aperucTpUpOBaTh Jie-
Ty4ure MPUCAJIKH ¥ IPUMECH B IOJIMMEpE, 3a-
TEM TMOJYYUTh XpOMaTorpaMmy M Macc-
CHEKTPHl MPOAYKTOB MHUPOIU3A TOJIUMEPA,
pelias OHOBPEMEHHO HECKOJIBbKO 3a/ay, B
YaCTHOCTH, WICHTH(PHUKAIUIO TPUCATOK U
npuMecel, a TakkKe UACHTUPUKAIUIO MTOJIN-
mepa [11]. B nepcnekTuBe npoBOAMMBIX HC-
CIIeIOBaHUI MpHUMEHEHue Mupoiusepa Oy-
JIeT crnocoOCTBOBATh U3YUEHHUIO IIMPOKOTO
CHEKTpa COEAMHEHUN, MPUCYTCTBYIOIIUX B
IIacTMaccax, Mo3BOJIUT Pa3padoTaTh HOBBIE
METOJMKH aHallu3a U BBIABUTH 3aKOHOMEp-
HOCTH.

IlepBblii ATanm uCCAECIOBAHUN XHUMUYE-
CKOT0 COCTaBa IUIACTMAacC Ha COJCpKaHUE
B®A Ob11 TOCBSIIIEH BEIOOPY XpOMaTorpa-
¢dudeckoii komoHKU. OCHOBHIBAsICh Ha aHa-
JIN3€ Hay4YHbIX HCTOYHUKOB M KaTaJoroB 1O
xpomarorpadpudeckuM KosoHkam [13-16]
chopMupoBaH TIepeueHb HamoOoJee Tep-
CIEKTUBHBIX XpOMaTorpaduyecKkux Kojo-
HOK JUIsl pelIeHUs JaHHOU 3a71aun (Taou. 2).

Jlyist onipeienieHust IeTIEBOTO aHAIUTA BBI-
Opaiii HEMOJIAPHYIO XpoMaTorpaduyecKyro
kosonky Ultra ALLOY®-5 (30 mx0.25

mmx0.25 pm) U3 Hep>KaBEIOIICH CTaH, Be-
COMBIM MIPEUMYIIIECTBOM KOTOPOU SBISETCS
BO3MO>XHOCTh pa0bOThI B IIMPOKOM TEMIIEpa-
TYpPHOM JIHMara3oHe ¢ MaKCUMaIbHOU pabo-
yeit remmeparypoii 360/380°C. Kpome Toro,
3a CYeT METAINTMYEeCKNX HAaKOHEYHUKOB Ha
KOHIIaX, MpeIHa3HAYEHHBIX JUJIS KpeTuIeHus
KOJIOHKH, MTPAKTUYECKU UCKITFOYCHBI YTEUKH
ra3a-HOCHUTEIS, JaXe IMpH BHIOOpPE MaKCH-
ManbHBIX Temmeparyp. Komonka Ultra
ALLOY®-5 Obputa pa3zpaboTana ajis aHa-
JU3a OTACHBIX ISl OKPY>KaIOIIEeH Cpeibl Be-
mecTB (ankuadeHoIoB, TaKUX Kak Oucde-
HOJI A ¥ HOHWI(DEHOIBI, a TAKKE CIOKHBIX
3¢upoB (PramaToB B BUIE CBOOOIHBIX (HOPM
Ha ypoBHE ppb 0e3 cloKHOI peABapUTEIh-
HOM oOpaboTku. KosmoHka oTinyaeTcsi BbI-
COKOM CTOMKOCTBIO K 3arpsisHeHuto [15].

UssectHo, uto Meton I'X-MC wmoxer
OBITh peau30BaH C UCIOJIb30BaHUEM pas3-
JINYHBIX ra30B-HOcHuTenei [16,17]. B Hamem
clly4ae, B KauecTBE raza-HOCHTENs Hambo-
Jiee MPeAnOYTUTENbHBI BOJOPO]I UIIH TEJIHA.
13-3a cBOMX HHEPTHBIX CBOMCTB, KaK Haubo-
Jiee MOAXOISIIMA M HE B3PHIBOOMACHBIM,
OBLT BBIOpAH TENUU CXKAThIi BBHICOKOW YH-
cToThl Mapku 6.0, comepkaluii HE MEHee
99.9999% oCcHOBHOTO BEIIECTBA.

[Tpu moxGope oNTHUMANLHBIX TAPaAMETPOB
paboTel  XpOMaTO-Macc-CIeKTPOMeTpruYe-
CKOHM CHCTEMBI HCIOJIb30BAIH MOJCIbHBIC
pactBopbl BDA B sTanone. CkopocTh raza-
HOCHTETIS TeIUsl BapbUPOBAIIA B WHTEPBAJE
0.8-1.4 cm*/mMuH. OGbEM BBOIHMOIA poObI
ucnbIThiBaiM B auana3zoHe 0.2-1.0 k.
TemnepaTypy HcHapurens BapbUpOBald B
nuanaszone 250-300°C. Havanbnyto Teme-
paTypy TepMocTara noalOupaid B Juarna-
30He 80-290°C. HccnenoBanus Temnepa-
TYpPHBIX MTapaMETPOB TEPMOCTATa AJIsl OIpe-
JICNIEHUs] [IETICBOTO aHAIIUTa OCYIIECTBIISLIIN
B H30TEPMHUYECKOM M MPOrPaMMHUPYEMOM
pexxkumax. ONTUMaIbHBIM OKa3ajcs Mpo-
rpaMMUpyeMbId pexuM B auana3zone 80-
290°C co ckopocTbio 20°C, KOTOpBIH 103BO-
T o0ecrednTh 0oJiee OBICTPOE IITFOUPOBA-
Hue bB®OA ¢ 17.3 mo 10.2 MuH, TeM caMbIM
COKpaTHB o0Iee Bpemsi xpomarorpadude
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Tabmuna 2. KojgoHku, npuroaHbeie js ra30Boi xpomarorpadpuu bOA
Table 2. Columns suitable for BPA gas chromatography

cmitoKk-caoM (5%)

Xpomarorpadudeckas | CocTaB HEOABUKHOM Xapaxkrepu- TemnepaTypHbIil 1uana-
KOJIOHKA hazsl CTHKA 30H, °C
JUMETHIIOINCIUIOKCAH yHUBEpCATTbHbIC
95%), mogudunHpo-
Rtx-5, DB-5, ZB-5 ( )3 uuup HETIOJISIPHEIE ot -60 10 360/370
BaHHBIN JU(QEHUIITIONH-
KOJIOHKH

BaHHBIN TU(ESHUITITONN-
cmtok-caoM (5%)

MOJVA THIICHTJIUKOJTb, KOJIOHKA BBICO-
ZB_FFHAPP_%?E%FFAP’ MOIU(QHUINPOBAHHBIN KOH MOJSIpHO- ot 40 mo 250/260
HUTpOTEpeTAIATOM CTH
0 - -
ZB-1, Rtx-1, DB-1 100% DUMETHIIITOIUCH- | HETOISPHAS KO ot -60 110 360/370
JIOKCaH JIOHKA
ZB-WAX, Rtx-WAX, HOIADHAS KO-
HP-INNOwax MOJTUATHIICHTITUKOIh P ot 40 o 250/260
JIOHKA
JIUMETHIITIOTUCHIOKCAH
0 -
Ultra ALLOY®-5 (95%), momucpuipo HETOJISIpHAs ot 40 1o 360/380

Tabnuna 3. OnTUMaNbHBIE YCIOBUS paObOTHI XPOMATO-MacC-CIIEKTPOMETPHUECKON CHCTEMBI IS
UACHTU()UKAIINY U KOTUYESCTBEHHOTO onpeencHus Oucdenona A
Table 3. Optimum operating conditions for a chromato-mass spectrometric system for the identifi-

cation and quantification of bisphenol A

[Tapametp [TomoOpaHHbIe TapaMETPBI
BBoa npo6sr ABTOCOMILIED
T"a3-HOcuTENB renuil
CKOpOCTh ra3a-HOCHUTEIS 1.2 cv®/MuH
O0beM BBOAMMOH MPOOKI 1.0 Mka
TemnepaTypa ucapurenist 250°C

[IporpammupoBaHue TeMIEpaTyphl
TepMocTaTa

80-290°C/20°C

XpomaTorpaduieckas KOJIOHKA

Ultra ALLOY -5

3agep:KKa Ha BBIXOJ PACTBOPHUTEIIS 3 MuH
Bpewms ananuza 11muH
bubnroTeka CieKTpoB NIST20
Temmeparypa uaTepdeiica 290°C
OHeprus HOHU3HPYIOLIUX IEKTPOHOB 75 3B

Pexum PErucTpan MacC-CriCKTpoOB

SCAN B muamnazone macc m/z 19-600 a.e.m.

ckoro ananu3a a0 11 mun. B ta6a. 3 npen-
CTaBJICHbI HAWJIEHHBIE B PE3yJIbTaTe IJIaHU-
pOBaHUs  DKCIIEPUMEHTAa  ONTHUMAJIbHbIE
ycnoBus xpomarorpadupoBanusi bOA.

Takum oOpa3oMm, B X0Jie¢ HCCIEIOBaHUMN
no100paHbl TapaMeTpbl, 00EeCTIEYNBAIOIITNE
HEOOXOUMbIE pa3/elieHue U YyBCTBUTEIb-
HOCTh. TunoBas XxpomaTorpamma rpaayupo-
BOYHOTO pactBopa bBDA, nosyyeHHas B no-
MOOpaHHBIX YCJIOBUSAX, TNPEJCTAaBIeHA Ha
puc. 1.

HccnenoBanue BpeMeH yJIep>KUBaHuUs Lie-
JIEBOI'0 aHAJIUTa, IIPOBEIECHHOE Ha I'pagyu-
POBOYHBIX pacTBopax (Tabi. 4) mokasayo
BBICOKYIO CTa0MJIBHOCTBH 3TOTO TapameTpa.
MaxkcruManbHOE OTKIIOHEHHE OT CpPEIHEro
apu(METHYECKOTO 3HAYCHHUS BPEMEHU MHU-
rpauun He npesblmaer 0.05%. Crabuiib-
HOCTb BPEMEHHU YIEPKHUBAHUA IEIIEBOIO
aHaJlMTa JieJaeT NEepCleKTHUBHOW paspa-
OOTKY KOJHMUYECTBEHHOM METOJUKHU OIpesie
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CUFMAT AeTeRTOpD

10.267

A0 BB 85O GDO 610 6.8 5.30 6.0 G50 480 B

70 5.0 650 10,00 1090 1020 10.30 10,40 10.50 10.60 0.70 10.80 10,80

Tg , som

Puc.1. TunoBas xpoMaTorpaMmMa rpaayupoBouHoro pactsopa bBOA Ne2.
Fig.1. Typical chromatogram of BPA calibration solution No. 2.

o5 2 Lo 33 Jlnag
0 2 X ® B [ n ®0

120 X w0 %0 & ® % 20 mn 7o Fa P

Puc. 2. Macc-cniektp ouctenona A 6udbmuorexku NIST20 (coBnagenne OMOIMOTEYHOTO U
JKCIIEPUMEHTAIBHOTO Macc-criekTpa 98%)
Fig. 2. Bisphenol A mass spectrum of the NIST20 library (98% agreement between the li-
brary and experimental mass spectra)

Tabnuna 4. Bpemena yaepxuBanus bOA 11 pa3HbIX pacTBOPOB, MHH
Table 4. BPA retention times for different solutions, min

Bpewms ynepxusanus bOA, mun MakcuManbHOE OT-
PacTBop - 2-oi § Cpennee apud- | KIOHEHHE OT Cpel-
3-mif BBOJ METHYECKOe, MUH | HETo apudmernde-
BBOJI BBOJ 0
ckoro, %
Nel 10.269 | 10.268 10.267 10.269 0.01
Ne2 10.266 | 10.266 10.264 10.265 0.01
Ne3 10.266 | 10.261 10.266 10.264 0.05
Neq 10.269 | 10.258 10.263 10.263 0.05
Ne5 10.273 | 10.276 10.271 10.273 0.02

nenuss BOA mertosiom razoBoit xpomaTorpa-
¢buu c mIaMeHHO-NOHU3AI[MOHHOM JIETEKTO-
pom (IIN[). Takoii MeToa MOXET CTAaTh py-
TUHHBIM JUTsI OTIpeieNieHus: oucdenona A B
ATAHOJIBHBIX PACTBOPAX.

B Tabn. 5 nmpeacraBneHsl JaHHBIC TIO BOC-
MPOU3BOAUMOCTH IUIoIane nukoB. Kak
BUJUM, PpAaCXOXJCHHE HE TMPEBbIIIAET
13.9%, 4TO TONTBEpKIAET CTAOMIBHOCTH
OTKJIMKA CUTHaJIa. X0pollias BOCIIPOU3BOIN-
MOCThb MapaMeTPOB «BpPEMsI yACPKUBAHUS

U «IIJIOLIAJAb MTUKa» CBUAETENBCTBYET O IIEP-
CIIEKTUBHOCTH Pa3pabOTKU METOJMKHU KOJIH-
4ecTBEHHOro onpeneneHuss bOA kak meTo-
nom I'X-MC, Tak u metogom I' X-TTM/I.
Craenyromuii stanm pa3paboTKu JHOOBIX
KOJIMYECTBEHHBIX METOAUK U3MEPEHUS - BBI-
SBJICHUE JIMHEHHBIX yYAaCTKOB 3aBUCUMOCTHU
AHAJINTUYECKOTO CUTHAJIA OT KOHLICHTPALu!
aHanuta. Ha MonmenbHbIX pactBopax BDA
IIPOBEPEH IMANa30H U3MEPSIEMBIX KOHIICH-
Tpanuit 0.2-1.8 mr/am>. Kask st rpaayupo

12
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Ta6mwma 4. Ilmonraay TUKOB TSI TPaXyHPOBOYHBIX pacTBOpoB bDA, MB
Table 4 Peak areas for BPA calibration solutions, mV

IInomans BOA, MB Cpennee MakcuMansHOE OT-
apudMeTnde- | KJIOHCHHE OT cpe-
PactBop . . .
1-b1if BBOJ | 2-0#i BBOA | 3-Mii BBOA | CKOE IMOIIAAM | HETo apudpmeTHye-
MKa ckoro, %
Nel 95982 96792 114980 102585 12.1
Ne2 256675 275409 214321 248802 13.9
Ne3 553812 477812 463998 498541 11.1
No4 1169005 1175407 1330220 1224877 9.0
No5 3500503 42800117 3594310 3791608 13.1
1200000
R? = 0,9823 !
1000000 ’
g 800000
Ef 600000
E 400000 -
200000 .
0 .
0 0,5 1 1,5
C, mr/om?

Puc. 3. 'pagynpoBo4HbIi rpad K 3aBUCUMOCTH ILIOIIA U ITHKA OT MaCCOBOM KOHIIEHTpaIuu BDA
Fig. 3. Calibration plot of the dependence of the peak area on the mass concentration of BPA

2w0n0]

CITHAT AeTeRTOpR

o

200ce] e

870 660 850 S00 910 WD 9.90 9.0 950 A0 A0 BAO 50 10001090 1050 10 0 10,4010 501060 10.70 10.40 10.80
TR, sum

Puc. 4. XpomaTorpamma o0pasiia 3TaHOIb-
HOT'O KCTPAKTa MIaCTMACCOBOU OYTHUIKH C
MapkupoBkoit «BPA-free»

Fig. 4. Chromatogram of an ethanol extract
of plastic bottle sample marked as BPA-free

BOUHBII PAacTBOp aHAIU3UPOBAIH B 3-X IO-
BTOPHOCTAX, MPH MOMOIIM MPOTPAMMHOTO
obecreyeHus, BXOAAIIEr0 B COCTaB XpOMa-
TOrpahuuecKoro KOMILIEKCa, CTPOMIN Ipa-
JTYUPOBOUHBIN Tpaduk (puc. 3).

VY CTaHOBIIEHO, UTO Hanbolee TeCHas Ji-
HeliHas KoppelAIus HaOMoaaeTcs B Auana-
soHe 0.2-1.2 mr/mv’, a WMeHHO, 3aBHCH-
MOCTh ILIOIIAAM MHKA OT KOHIEHTPAIUH

2600000}

CHTHAT ZeTeKTOpa

JLW -

A

WWM""N

B0 590 940 690 860 G0 980 600 196010

450 8k 850 965 610 090,30 10,30 10.40 10,98 10.40 30,70 10.80. 1040

TR, sum

Puc.5. XpomMarorpamma 3TaHOIBHOTO 3KC-
TpakTa 00pasiia SMOKCUIAHOW CMOJIHI,
C(B®A)= 0.48 mr/om*

Fig.5. Chromatogram of ethanol extract of
epoxy resin sample, C(BPA)= 0.48 mg/dm’

BOA BBIMIIAOUT creAyomMM  00pa3zoM:
S=1E+06C — 171440, R*=0.9823.

C npumeHeHneM oJ0OPaHHBIX PEKUMOB
HccaenoBaid  00paser] TUTAaCTUKOBOM  Oy-
TBUTKU ¢ MapkupoBkoii «BPA-free» (BOA
oTrcyTcTBYyeT) (puc. 4) m obpaser AMOKCUJI-
HoM cMoutbl (puc. 5). [TokazaHo, 4TO B Xapak-
TEPHOM JIMama3oHe BPEMEH YICep)KUBAHUS
B®A 10.263-10.273 mun nuk BOA He 00-
Hapy»XeH, YTO MOJATBEPKIaeT OTCYTCTBUE B

13



ISSN 1680-0613

Copbyuonnwvie u xpomamoepaguueckue npoyeccol. 2023. T. 23, Ne 1. C. 6-17.
Sorbtsionnye i khromatograficheskie protsessy. 2023. Vol. 23, No 1. pp. 6-17.

ucciaeayeMom obpasie BDA ¢ maccoBoit
KoHILleHTpaiueil 6onee 0.2 Mr/am°>.

3aKjao4eHue

Takum 00pa3oM, yCTaHOBJEHA HMPUHIM-
MUAIbHAs BO3MOXKHOCTh Pa3paOOTKH METO-
JOUKHU I/I,Z[GHTI/I(bI/IKaI_II/II/I N KOJINMYECCTBCHHOI'O
ompeneneHus cBoOoaHOro OmcheHoma A
METOJIOM Ta30BOM XPOMAaTO-MacC-CIEKTPO-
METPHUH B CMBIBAaX W IKCTPAKTaX M3 IIACTH-
KOB IIHUIIICBOI'O HA3HAYCHUA C HpI/IMeHeHI/IeM
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