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Beedenue. B cmamve paccmampusaromes npakmuteckue acnekmsl RPUMEHEHUs MeONeHHOU WeA0YHOL NepeImepuduKayuu ¢ ROCAeOyIouUM onpedeseHuem
Memodom 2azo6oil xpomamoepaguu-macc-cnekmpomempuu,/macc-cnekmpomempuu I'X-MC/MC ¢ ananuze croxuchvix 3¢pupos 2- u 3-MoHOXA0pnPOnaHouoIa
(2-MXII/1D, 3-MXII/D) u scupHoix Kucaom, a makice enUyudUI08six 3¢upos ycuphvix kuciom (1) 6 nuuesvix pacmumenvubix macaax u scupax. boavuioe
KOAUYeCme0 moKCUK0A02UMeCKUX OaHHbIX, CBUAeMeNbCMBYIOWUX 0 NOMEHUUANbHOU ONACHOCMU NOCMYNACHUS IMUX BeUIeCIE 8 OP2AHU3M YeN08eKa ¢ nuwell, a
makice pasiudHvle 02PAHUMeHUs CYUeCcmayUuUx Memooos ceudemeascmayom o HeooXo0UMOCMU pacuuperus memoouteckoil 6asvl onpedenenus 2-MXII 3,
3-MXIILID u I'D.

Mamepuaaot u memoowt. Ipupvt 2- MXITI/, 3- MXIIL] u eauyudona é nepecuéme Ha c60000HYH0 POPMY Onpedesinu Memooom OAUMeNbHOU WeA0HHOL nepedme-
pucpuxayuu u I'X-MC/MC demexmuposanuem.

Pesyabmamot. B npoyecce pabomot Obiau N0OOOOPaHbL ONMUMANbHBIE NADAMEMPbL PENHCUMA MOHUMOPUHeA MHOXNcecmeeHHbIX peakyuil (MRM). Hcnoavsosanue
MRM-pexcuma marsice 0360440 ROBLICUMY CEAEKMUBHOCMb MEM00d U YAYHUUAO COOMHOUEHUe cueHar/uym omuocumenvio SIM-pexcuma pabomovr demek-
mopa. /luanazon onpedensemvix KOHUEHMPAayuii memoouku 6 nepecuéme Ha 2- u 3-moHoxaopnponanouonst (2-MXILI, 3-MXIL) u eauyudoa () cocmasun
0,3—30 me/ke dns kaxncdoeo uz uccaedyemvix coedunenuii. Ilonnoma uzeneuenus anaiumog cocmasuna 87,5—113,6%.

Sakarouenue. [IpurHyUNUANbHBIMU OMAUMUSMU NPEON0JICEHHO20 Hamu Memoda om cmandapma 1SO 18363-2:2018, na ocrose Komopoeo nepswiil 6bla paspa-
bomat, 2645eMcsi UCNONb308AHUE MAHOEMHOU XPOMAMO-MACC-CReKMPOMempuY 0As pecucmpayu GHAAUmos u Memooa abcoatomHoil epadyuposKi ¢ Ucnonb-
308aHUEM BHYMPEHHE20 CMAHOAPMA 045 KOAUHECMBEHHbIX pacuémos. Kpome moeo, 045 nogwluieHus Ka4ecmea noay4aembix KoAU4eCmEeHHbIX pe3yabmamos
npednazaemcsi 8600UMb 8 NOCAEA08AMENLHOCHb HeU3BECMHbIX 00PA3Y08 NP0y ¢ U38eCHHOU KOHUeHmpayuel aHaaumos.

Karoueevte caosa: s¢pupoi 3-monoxnopnponanouona; sgupsl 2-MoHOXA0NPONarHoUuosa; eauyuounossie sgupsl; 3-MXII; eauyudon; TX-MC/MC; meorennas
Wen0uHas nepesmepupUKayLs; pacmumenshsle Macaa; Hcupol
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Gas chromatography/tandem mass spectrometry with long-term
alkaline transesterification for the determination of esters

of monochloropropanediols and glycidol with fatty acids in edible
vegetable oils and fats
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Introduction. The article discusses the method of determination of 2-, 3-monochloropropanediol (2-MCPDE, 3-MCPDE) and glycidyl (GE) fatty acids esters in
edible vegetable oils and fats by slow alkaline transesterification and GC-MS/MS. Many toxicological data showed these substances to have the potential for human
health risks if consumed; in addition, existing determination methods have various limitations. So, there is a need to expand the variety of 2-MCPDE, 3-MCPDE
and GE determination methods.

Materials and methods. 2- and 3-MCPD esters, and glycidyl esters in their corresponding free forms were measured by slow alkaline transesterification with
GC-MS/MS.

Results. Multiple reactions monitoring mode parameters were optimized. Compared to SIM operating mode, MRM mode improved the selectivity and increased the
signal-to-noise ratio. The method was linear in the range of 0.3 mg/kg - 30.0 mg/kg for each analyte. Recovery, tested in this range, was found to be 87.5%-113.6 %.
Conclusion. The method discussed here was based on the 1SO 18363-2: 2018 standard. In contrast to the last one, we used tandem chromatography-mass spec-
trometry to detect analytes and a method of absolute calibration with internal standards to quantitate them. In addition, it is proposed to analyze a spiked sample
during the sequence of unknown samples to improve the quality of results.

Keywords: 3-monochloropropanediol esters; 2-monochlopropanediol esters; glycidyl esters; 3-MCPD; glycidol; GC-MS/MS; slow alkaline transesterification;
vegetable oils; fats
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BBenenmne

CrnoxHble 3bupbl MOHOXJIOpHponaHauoao (MXIIID) u
IMIUAAUIOBBIe 3pupsl (I'D) TpencTaBasoT OO0 TpymITy TeX-
HOJIOTMYECKMX KOHTAaMUHAHTOB IMIIEBBIX Maces, XKUPOB WU
KUPOCOJEPXKAIIUX MPOAYKTOB. DTa TIpynmna XapaKTepusyercs
TEM, UTO B €€ COCTaB BXOJAT BCE BO3MOXKHbBIC BAPUAHTHI CIIOXKHBIX
a¢pupos criupToB (I'u MXTI/I) ¢ pa3auyHbBIMU BHICIIUMMU XKUPHBI -
MU KUCJIOTAMM, XapaKTePHBIMU JIJIST XKMPHOKKUCIIOTHOTO COCTaBa
pactuTenbHbIX Maces (st MXITTID — 1 cTpyKTypHbBIE U30MEDHI).
B HeGonbmux konuuectBax MXITIID u I'D MoryT conepxartbes
B HCOUMIIICHHBIX PACTUTEIBHBIX MacjiaX MPSIMOTO OTXUMa, Of-
Hako B OOJblIEHt Mepe WX MPUCYTCTBUE XapaKTepHO MJIsI OYM-
IIEHHBIX Macesl U XUPOB, B YACTHOCTH JI€30I0PUPOBAHHBIX [1].
TouHbIil MexaHU3M 00pa30BaHUS 3TUX COCIMHEHMI B Macjax
IO KOHIIAa HEe YCTAHOBJIEH, OJIHAKO M3BeCTHO, 4To MXIIID mo-
TYT 00pa30BBIBAThCS MyTEM B3aMMOICCTBUS alIVIITIUIICPUIOB 1
HMOHOB XJiopa rpu Temiepatypax > 160 °C [2—4], a I'D asasgrorcs
MPEUMYIIIECTBEHHO MPOAYKTAMU Pa3JIOKEeHUS TMAIIVUITIULIEPH -
noB (temrrepatypa > 200 °C) [1, 5]. Ddupsi 2- 1 3-MOHOXJIOPITPO-
MaHAUOJIOB, SIBJSISICH XKUPOMOAOOHBIMU BEILIECTBAMM, CIOCO0-
HBI BKJIIOYATHCS B META0OM3M aHAJOTMYHO JIUITHIAM W TePSTh
OCTaTKM XHUPHBIX KUCJIOT ¢ obpa3zoBanueM 2- u 3-MXIIJI coot-
BeTCTBeHHO [6]. [To pe3ynbraTam KMCClieAOBaHMII Ha J1abopaTop-
HBIX )KUBOTHBIX OBLJIO BBISIBIIEHO, YTO 3-MXI1/I MOXeT BbI3bIBAaTh
pas3iauyHbie HeraTuBHBIE 3(PMEKTHI B OpraHu3Me JIabopaTOPHBIX
>KUBOTHBIX, HanboJIee CepbE3HBIMU 13 KOTOPBIX CUUTAIOTCS CHU-
JKEeHHUe OOIIeil MIOMOBUTOCTH M TUCTONATOJIOTUICCKIE U3MEHE-
HUS ssu4eK y camuoB Kpbic [7]. Bausgnue 2-MXI1J1 uccienoBaHo
B MEHBbIIIEeH CTeNIEHU, OJJHAKO aBTOpaMM [8] ObLJIM ITOKa3aHbl TOK-
cuyeckue 3(pdeKTH B TOMEPEYHO-TTOI0CATHIX MBIIIIIIAX, CEPIIIE,
MoyKax UM MevyeHu KpbIc JMHUM Buctap. [nuiuaniosbie a¢bupbl
MpH TIOCTYIJICHUW B OPraHU3M TaKXKe CITOCOOHBI TepsSITh OCTa-
TOK XKUPHOI KUCIOTHI [9]; a BBICBOOOAMBIIMICS TIIMILIAIO] MO-
KET TIPOSIBJISITH MyTareHHBbIE M TeHOTOKCUYECKHe cBoucTBa [1].
DTN gaHHbBIe 00yciIoBwIM BKIoueHre 3-MXI1/ u rmmmumnona B
CIMUCOK BO3MOXHBIX KaHIIEPOTeHOB uejioBeka (rpynrbl 2B u 2A
COOTBETCTBEHHO)'!, a TakXKe MPEIOKEHUSI 110 HOPMUPOBAHUIO?
conepXXaHWii 5TUX BELIECTB (B BUIE KaK CITMPTOB, TaK U 3(pUPOB)
B HEKOTOPBIX MTPOIYKTaX, B TOM YMCJIC B MUIIEBBIX PACTUTEIbHbIX
MacJiax U IpoAyKTax Ha ux ocHose [10].

[MueBbie pacTUTEbHBIC Macia U KUPbI SBISIOTCS OMHUMU
M3 OCHOBHBIX UCTOYHUKOB noctyrieHust MXITAD u I'D B opra-
HU3M B3pOCJIOTO UesioBeKa. MaMepeHne KoMmyecTBa 3TUX COeIH-
HEHMII B TAKUX IMPOAYKTAaX BO3MOXKHO KakK C ToMolIbio BOKX-
MC wm BDXX-MC/MC (mipssmoe orlpenesieHue OTIeTbHBIX
MXIIAD u I'D), Tak 1 METOIOM ra30Boit XxpoMaTorpacduu ¢ 00bIu-
HBIM WJIM TaHIEMHBIM MacC-CIEKTPOMETPUUECKUM JETEKTUPOBA-
HueM [11, 12]. 1151 pyTUHHOTO aHATK3a Yallle TPUMEHSIOT ra3ox-

! Agents Classified by the IARC Monographs / FAO/WHO // Vol. 1—123.
HoctynmHo mo: https://monographs.iarc.fr/wp-content/uploads/2018,/09/
List_of Classifications.pdf (nata oopatenus: 25.08.2020 r.).

2 EauHbIe CaHUTapHO-3MUAEMHUOIOTMYECKUE U TIUIMEHUYECKUe
TpeGOBaHMUs K MPOAYKIIMK (TOBapam), MOIJIEeXKAIeil CAHUTAPHO-3ITUIIE-
MUOJIOTUYECKOMY Ha/i30py (KOHTpouo). C M3MEHEHUSIMU, TPUHSITBIMU
Kosnnerueit EBpasuiickoii skoHoMuueckoir komuccuu ot 06.08.2019 r.
No 132.

pomarorpaduuecKkuii MEeTo1, MOCKOJIbKY OH 0ojiee yHUBepcaieH
U TpeOyeT MeHblle CTaHAAPTHBIX BellecTB [12]. OOLenpruHsThI
CITOCO0 OTIpeNieIeHNsI 3aKTI0YAeTCsT B OTIETUIEHUM XUPHBIX KUC-
JI0T ¢ obpaszoBaHueM cBOOOAHbIX 2-MXII/, 3-MXIId v rauuu-
IoJia B TIPOLIECCe KMCIOTHOTO MJIM IISJIOYHOTO THUAPOJIN3a, TIpe-
00pa30BaHNM HEYCTOWYMBOTO TIMIUIONA B 0OOjee CTaOWIbHYIO
¢dopMy 3-MOHOOPOMITPOMAHAMOIA W NEePUBATHU3ALMU TOTYUEH-
HbIX aHaIuTOB ¢ mnochenyoinM [X-MC aHanuszom. Pesynbrart
MPY 3TOM TIPENICTABISIIOT KaK KOJIU4YecTBO 2-, 3-MXIIAD u I'D B
nepecuére Ha 2-MXII, 3-MXTIJI v rauiumao COOTBETCTBEHHO.
Ha nmanHbIlT MOMEHT OGUIIMATBHO 3apPEeTMCTPUPOBAHBI 3 METO-
nuku onpenesienus MXITAD u I'D, KoTopbie OTIMYAIOTCS CITO-
CcO0OM U TIPONOJIKUTETBHOCTBIO THAposn3a. K HUM OTHOCSITCS
I1SO 18363-1:2015° (ruaposu3 B ILEJIOYHOM cpene, poBHO 10 MuH),
ISO 18363-2:2018* (rumpou3 B 1IEJI0YHOM cpene, He MeHee 16 4)
u ISO 18363-3:2017° (rumposin3 B KUCIIOi cpelie, He MeHee 16 u).
B Poccuu aTi 10KyMeHTHI AeCTBYIOT B BUIE COOTBETCTBYIOIINX
niepeBoaHbIX TOCToB ¢ ssiBapst 2020 1.578, JTjist paGoThl HaMK GbLT
BBIOpAH BTOPOI BAPUAHT METOIVKH (IIIEJIOYHON TUIPOIN3 B TeUe-
Hue 16 1), MOCKOJIBKY, COITTaCHO MTPEABAPUTEIBLHO ITPOBEIEHHOMY
TTOUCKY JIUTEPATYPhI, OH 00JIamaeT psaoM rpenmyiecTs. [IpoBe-
NIeHVe aHATN3a TAKUM CTIOCOOOM TTO3BOJISIET M30eKaTh TOOOYHBIX
peakiuii B3auMoIlpeBpallieHuil aHaauToB [13], pucka ux HOBO-
00pa30BaHUS B CBSI3U C TMPUCYTCTBUEM MOHOB XJIOpa B MCCIIEy-
eMbIX oOpasuax [14] uam morpelrHocTeit, CBI3aHHBIX C HETOY-
HBIM coOmoaeHreM BpeMeHu nepeatepudukanuu [13]. Kpome
TOTO, WCIIOJIb30BaHUE NIBYX MPOO HA OAWH 0o0Opa3ell MO3BOJISIET
HETOCPEACTBEHHO U3MEPSITh IJIMLKIO0I B TPoOe BMECTO OMpe-
neneHust ero mo pasuwuile’. [Ipu aTom, omHaKo, Il pasmielie-
HUS ¥ IETEKTUPOBAHUST AaHAIMTOB TIPEJIaraeTcsl NCIOIb30BaTh
razoxpoMarorpaduyeckyo CHUCTeMy C MOHOKBAAPYMOJbHBIM
Macc-JIeTeKTOPOM, a KOJTMIECTBEeHHBIN aHaJIN3 BBITIONHSTH 6e3
MOCTPOEHUST KAaTUOPOBOUYHBIX KPUBBIX, YTO MOXET CHMXAaTb

31SO 18363-1:2015 Animal and vegetable fats and oils — Determina-
tion of fatty-acid-bound chloropropanediols (MCPDs) and glycidol by
GC/MS — Part 1: Method using fast alkaline transesterification and mea-
surement for 3-MCPD and differential measurement for glycidol.

+1SO 18363-2:2018Animal and vegetable fats and oils — Determina-
tion of fatty-acid-bound chloropropanediols (MCPDs) and glycidol by
GC/MS — Part 2: Method using slow alkaline transesterification and mea-
surement for 2-MCPD, 3-MCPD and glycidol.

SISO 18363-3:2017Animal and vegetable fats and oils — Determination
of fatty-acid-bound chloropropanediols (MCPDs) and glycidol by GC/
MS — Part 3: Method using acid transesterification and measurement for
2-MCPD, 3-MCPD and glycidol.

®TOCT P MCO 18363-1-2019 2Kupbl 1 Macyia XKUBOTHBIC ¥ PACTH-
TesibHble. OnpeneneHue coaepXaHus CIOKHBIX 9PUPOB KUPHBIX KUCTOT
MoHoxyioprniponanauonoB (MXIIJ) u muimaona ¢ npuMmeHeHuem ['X/
MC. Yactb 1. MeTon ¢ UCTOJIb30BaHKEM OBICTPOI IIEJIOYHOM TIepesTe-
pudukanuu u uamepeHus couepxauus 3-MXITI u nuddepeHimaabHOe
U3MEpeHMe COAepKaHUs TIMLUAONA.

"TOCT P UCO 18363-2-2019 XKupsl 1 Macia XUBOTHBIC U PacTH-
TesbHble. OnpeneneHue conepxKaHusl CI0XHBIX 9(PUPOB KUPHBIX KUCIOT
MoHoxJonponananonaos (MXIII) v rmuumnona ¢ npumeHeruem I'X/MC.
Yactb 2. MeToz ¢ NCTIONb30BaHUEM MEITICHHOM 1eTIOYHON TiepeaTepudu-
Kaluu 1 udmepenue comepxkanusi 2-MXTI1/1, 3-MXII/I v muuumaoa.

$ TOCT P MCO 18363-3-2019 2Kupsl 1 Macyia XUBOTHBIE U pPacTH-
TesbHbIe. OTpeneneHne ComepkKaHusl CIOXHBIX 3(DUPOB XKUPHBIX KUC-
JIOT MOHOXJIopriponaHanogoB (MXII) u ruuunona ¢ npuMeHEeHUEM
I'X/MC. Yactb 3. MeTro/ ¢ UCIOJIb30BAaHUEM KUCJIOTHOM nepeaTepudu-
KaluK 1 u3MepeHue couepxanus 2-MXI1, 3-MXIT/ v muniunona.
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TOYHOCTb OIpeaeseHus. B 1ensx paciimpeHus: MEeTOAMYeCKOi
06a3bl, ONTUMHU3ALNUMN TTOATOTOBKU P00 W MPOBEACHUS U3ME-
peHuii HaMM ObUI NpemIoXeH COOCTBEHHbIM BapuaHT OIpe-
NeJIeHUsT cofiepXaHusi 3(GUPOB MOHOXJIOPIIPOTIAHANOIOB U
MIMLKAI0JA B TIUIIEBBIX PACTUTEIBHBIX MacliaX M XKUpPaX METO-
noM I'X-MC/MC ¢ npeaBapuTelbHON IIUTENbHON 1IETOYHOMN
nepesTepudukalme.

Marepuajnbl 1 METOAbI

Peaxmuevt. CTaHmapTHbIE BeIIECTBA: 3-MOHOXJIOPIIPOIAH-
1,2-nuon(3-MXI1);3-moHo6pommponaH-1,2-guon(3-MBI11),
3-moHoOpommponan-1,2-nuon-1,1,2,3,3-D5  (3-MBIIA-D5)),
1,2-aumanbMUTONI-3-MOHOXJIOpTIpotanauon-1,1,2,3,3-D5
(1,2-TI1-3-MXTIA-D5), 1,3-munaisMATomI-2-MOHOXIOPITPOTIaH MO -
1,1,2,3,3-D5  (1,3-TTIT-2-MXII-D5), 1,2-nunajibMuToni-3-
MoHoxsopnpornanauon (1,2-TTI1-3-MXI1/T), 1,3-aunaibMUTOMI-
2-moHoxjoprnponanauon (1,3-TITMT-2-MXIIJ), rauuuaun
najabMuTat, Kuciaora penunbopHas (PBK) (Toronto Research
Chemicals); 3-moHoxJopnponan-1,2-guon-1,1,2,3,3-D5
(3-MXIIA-D5) (Sigma-Aldrich). PactBopuTesin u peakTHUBbI:
METaHOJI, TOJyoJ, M300KTaH (Bce miss BOXKX); Boma, oum-
meHHas B cucteme MilliQ; HaTtpus ruapokcun, 3¢hup aus-
TUJIOBBIN, STUJIAlLIETAT, HATPUI OPOMUCTBIN, TeKCaH, KUCIOTa
oprodocdopHasa (Bce X. 4.), yHUBEpcalbHasg UHANKATOPHAs
Oymara; rejivii (cTereHb YMCTOTHI He MeHee 99,9999%).

Obopydosanue. LlentpudyxHuorit KoHLIeHTpaTop Vacufuge plus
(Eppendorf), opoutansHbiii meiikep IKA-WERK VF2, yabrpa-
3ByKoBast BaHHa SONOREX (Bandelin), uentpudyra mist MUKpo-
npooupok Centrifuge-5424 (Eppendorf), Bechl HeaBTOMaTH4e-
ckoro aeiictBust GR-120 (AND), razoBblii xpomaTtorpad Agilent
Technologies 7890A ¢ aBroMaTnyecKuM IMPOOOOTOOPHUKOM U
TPOMHBIM KBaJPYIOJbHBIM MacC-CEJIEKTUBHBIM JIETEKTOPOM
Agilent Technologies 7000C (CIIIA). Mcnosib3oBajiach XpoMa-
Torpaduyeckas komoHka HP-5 MS 30 m x 0,25 MM X 0,25 MKM
(Agilent, CILIA).

Ob6sexmot uccaedosanust. PaGoTocrmocoGHOCTh METOVKY Ol1e-
HUBaJM Ha TpuMepe HepadUHMPOBAHHOTO OJMBKOBOIO Macja
MEePBOro OTXXMMa, B KOTOPOM ObLIO MPEeIBAPUTEIBLHO OIPeeIeHO
conepxanue 3cupos 3-MXI1I, 2-MXTIJ v riuuunona B nepe-
cuéte Ha cBobomHyto dopmy meHee 0,01 mr/kr kaxmoro. Jlist
MPUTOTOBJICHUST TTPOO ¢ U3BECTHON KOHIIEHTPAILIME B 3TO Mac-
Jio BHocwin 1,2-punansmurtar-3-MXII, 1,3-qunansMmurar-2-
MXTIJI ¥ rauiyaos najbMUTAT B TOIYOJIE TaK, YTOObI KOHEUHAast
9KBUBAJICHTHas KOHIEHTpalrsi cBOOOAHBIX 3-MXITII, 2-MXTI]]
¥ TJIMIUI0JA B TTIOJYYEHHOI CMeCH cocTaBiisia 1 Mr/Kr.

Ilodzomoexa npo6. Oxono 100 Mr macia momeinaid B J1Be
npooupku Ha 15 mu (mpobsl A u b). K npobe A noGasisiiu no
50 Mk pactBopoB 3-MXIIJI-D5 u 3-MBITJI-D5 koHLieHTpaLu-
eit kaxnoro 10 mxr/mi B MetaHoste. B mpo6y b BHocwm 100 MKt
coBMecTHoro pacteopa 1,2-IIMT-3-MXIIA-D5 un 1,3-T1I1-2-
MXIIA-DS5 ¢ koHLIeHTpalueid Kaxkaoro S MKr/MJ1 B Toayose. [da-
Jiee moarotoBka npod A u b He ominyanacek. K npodam nobasiisi-
11 600 MKJT IU3TUIIOBOTO 3upa, THTEHCUBHO ITEPEMELINBAIN U
nomelaau B Mopo3uiibHyio Kamepy (—25 °C) Ha 30 muH. 3arem,
He pa3mopaxuBas 1podsl, BHocwin 500 mxi NaOH B MetaHosie
(KoHLIEHTpauus 2,5 T/MJI) 1 CHOBA MOMeIaJd B MOPO3UJIbHYIO
Kamepy (—25 °C) Ha > 16 4. [Tocjie 3T0ro, CTporo He pa3MopaKK-
Bast poObl, BHOCHIN 600 MKJI IOAKKUCAEHHOTO BOIHOIO PACTBO-
pa 6pomua Hatpus (55%-i1 BomHbIi pacTBop NaBr, monkucién-
Hblil 330 Mk KoHueHTpupoBaHHoi H;PO.) u nepemeniuanu.
3aTeM BepxHUII 3(DUPHBIN CIOI ymapuBaau Ha MUKPOLEHTPH-
Gy>KHOM KOHILIeHTpaTope 0e3 HarpeBaHMsi. K octaBiieMycst HUX-
HeMy cJioto 1o6asistiii 600 MK rekcaHa, repeMeIBaiu 1 mocse
pazneneHus a3 BepxHUii c1oit ynansuii. [IpoMbIBKY MTOBTOPSIIN.
3areMm K ripobam goo6asisin 900 MKJI cMeCH IUATUIIOBBIN 3Up:
srutanerar (4:6 o 00bEMY), IepeMeIMBAIN U JOXKUIATUCH Pa3-
nenenus ¢as. [Tocne 3Toro BepxHuii CJION MEPEHOCUIN B Ipyrye
npoOUpKU Ha 15 M. DKCTpaKIMIO MOBTOPSUIU. 3aTeM 00bear-
HEHHBIC KCTPaKTHl ymapuBaiu 6e3 HarpeBaHus. [locie sToro B
npo6bl BHOcwM 1 M1 pactBopa @BK (2%-i1 pacTBop heHMI60p-
HOW KUCJIOTH B 0,2%-M pacTBOpe OYMILEHHON BOIbI B JUITHIIO-

OpwuruHansHas ctatbs

BOM 2bupe), XAl He MeHee 15 MUH, 1 3aTeM MPOObI yITapuBaIl
0e3 HarpeBaHus nocyxa. K mpobam npuwiuBaiu 1 M1 U300KTaHa,
0Ca/ioK pa30MBaJIi C TOMOIIIbIO YIbTPa3BYKOBOI BAHHBI I BMECTE
C U300KTaHOM MEPEHOCUIM B MUKPOIIPOOMPKH Ha 2 M. MuKpo-
npobupku neHtpudyruposau mpu 14 500 rpm 5 MuH, 3aTeM
200 MKJI YMCTO HAZOCAJIOYHOI XUIKOCTU OTOMpau B BUAJIbI
s X,

Ycaoeusa paszdeaenus u demexmupoeanus anaaumos. Vic-
MOJIb30BaIM Cleayloliue MmapaMeTpbl paboThl XpOMaTO-Macc-
CIIEKTpOMETpa: HadallbHasg TemIlepaTypa paOOTHI TepMocTaTa
60 °C, 3ateM noabeéM co ckopocTbio 5°C/mun 1o 190 °C, 3atem
nmoabeM co ckopocthio 20°C/muH mo 280 °C, 3amepxkka 5 MUH,
no okoHyanuu 300 °C 5 muH. Temnepatypa nHxkekTopa 250 °C,
pexXuM paboThl O3 AeeHus MOTOKA, BBOIMMbII 00BEM MPOObI
1 mM®. T'a3z-HOCHUTENb IeJUi, CKOPOCTh MOTOKa 1,2 MJI/MUH B
MOCTOSIHHOM pexkume. Temmepatypa nuntepdeiica 280 °C, teM-
neparypa ucroununka 230 °C, remmnepatypa kBaapymnosst 150 °C.
TpoiiHoil KBaapymnoJib HAacTpawBadu [JIsI paOOTHI B pEXUME
MOHHUTOPUHIA MHOXeCTBEHHbIX peakiuii (MRM). [las atoro
HCIIOJIb30BaJI TIOMOOpaHHBIE TTapaMeTphl IepexXon0oB U dHep-
TUii coymapeHus, MIpeacTaBlIeHHbIC B pa3zaene «Pe3yabTaTel» B
Tab1. 3.

Pacuémor u obpabomka pesyasvmamos. Pacuér comepskaHMs
aQHAJIMUTOB B 00Opas1ie MMPOBOAUJICS T10 CJEAYIOIIUM DopMyIam:

Cs. MXILI(@) = m

rne Cimxmyw — conepxanue 3-MXIIl B mpobe A, MKI/T;
G, —macca 3-MXI1/] Bo BBOIMMO# B XpOMaTO-MacC-CHEKTPOMETP
npo6e A, paccuMTaHHas 110 TPaayupOBKe, MKT; 71 — Macca HaBe-
cKM obpasiia, T.
G2 ° 0,6

m 9

Cmuuud(ma( a) =

I0€ Couuoosa — COINEPXKaHWE TIUIUAONA B Tpobe A, MKI/T;

G, — Macca IMUMAONA BO BBOAMMOW B XPOMAaro-Macc-
CMEKTPOMETP Mpode A, paccuuTaHHasI 1O rpagyupoBKe, MKT.
_G;-0,6
Cj—M)(/uz(ﬁ)_—m ’

rne Cimyms — conepxanue 3-MXIIJL B mpobe b, mKr/r;
G,—wmacca 3-MXII/] Bo BBOOIMMO# BXpOMaTO-MacC-CIEKTPOMETP
mpo6e b, paccuntaHHas 1o TpagyupoBKe, MKT.

_ G4 ° 0,6
Cz-Mxnﬂ(ﬁ) - m ’

tne Comxnas — comepxkanue 2-MXIIJ B mpobe b, MKr/T;

G,—macca 2-MXI1/] Bo BBOOMMOH B XpOMaTO-Macc-CIEKTPOMETP
npob6e b, paccuntaHHas 1o rpagyupoBKe, MKT.

Gz — MXILJI(6)

C.rugudorae) = [CARp—

. enuyudona(a)

t1€ C.uuuonma) — COAEPKAHME TIULNAONA B Tpode b, MKT/T.
[TonyyeHHble NaHHbIE AHATU3UPOBAIM C MCMOJb30BAaHUEM

nporpaMMHoro obecrieueHust Agilent MassHunter Qualitative

Analysis B.06.00 u Agilent MassHunter Quantitative Analysis

B.06.00, 06paboTKy pe3ynbraToB IpoBoauin B Microsoft Excel

2010.

Pe3yabTaTsi

Mexnynapoaubiii ctangapt ISO 18363-2:2018° asasercsa
OITHUM W3 TPEX OCHOBHBIX BAPMAHTOB HETIPSIMOTO OIIPEIeICHUS
a¢upoB 3-MXII, 2-MXII/J v rAMuuaInaIoBbIX 3GUPOB B TH-
IIEBBIX Macjax v xupax B Buae 3-MXIII, 2-MXIT v raviu-
nosia. OH TpeAroaraeT UCIOIb30BaHNE MOHOKBAIPYIIOJLHOTO
JIeTeKTopa i MAeHTU(hUKALIUNA 3TUX COeAMHEHUI, IIPU 3TOM

2 1SO 18363-2:2018Animal and vegetable fats and oils — Determina-
tion of fatty-acid-bound chloropropanediols (MCPDs) and glycidol by
GC/MS — Part 2: Method using slow alkaline transesterification and mea-
surement for 2-MCPD, 3-MCPD and glycidol.
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Ta6nuuma 1 / Table 1

Cpasuenue cranaaptHoro (ISO 18363-2:2018) u HoBoro BApMAHTOB NOATOTOBKH NMPOO 1 NMPOBEIEHUs M3MEPEHHUiA
Comparison of standard (ISO 18363-2:2018) and used sample preparation and detection versions

Boinossenne cornacto ISO 18363-2:2018
Procedure according to ISO 18363-2:2018

BeinoHeH#e COIIACHO MPELIOKEHHOMY BAPHAHTY

Pesynbrar
Result

Procedure in this work

PactBopsl ctanmaptoB 1,3-aunanemurtaTt-2-MXIT[I-D5 ToTOBAT COBMECTHBINM pacTBOP CTAHIAPTOB
1,3-mumanemuraT-2-MXI11-D5

u 1,2-mumansmurat-3-MXI11-D5

Individual standard solutions for 1,3-bipalmitate-2-MCPD-d5 Mixed solution of 1,3-bipalmitate-2-MCPD-d5
and 1,2-bipalmitate-3-MCPD-dS5 is prepared

u ctanaaprta 1,2-nmumanemurtar-3-MXI11-D5
TOTOBSITCS OTIEIBHO

and 1,2-bipalmitate-3-MCPD-d5 are prepared
DKCTpaKIINIO aHAJUTOB IIPOBOAAT 3 pa3a, 100aBIIsIs
Mo 600 MKJI cMecH TU3TUIIOBBIN 2up/aTHareTar
Analytes are extracted by 3 times washing the sample with
600 ul of diethyl ether/ethyl acetate mixture
MoHokBazpynoib, SIM-pexum peructpalilii MOHOB

Single quad detector, SIM ion detection mode MOHOB

YMeHbllIeHue BpeMeH!
TOATOTOBKU MPOoO
Reduction in sample
preparation time

DKCTpaKIMIO aHAJIUTOB MTPOBOIST 2 pa3a, 100aBisiss YMeEHbIIIEHUEe BpEMEHU
1o 900 MKJI cMecH TMATUIIOBBIM 2¢up/aTHIaleTaT
Analytes are extracted by 2 times washing the sample
with 900 ul of diethyl ether/ethyl acetate mixture

TMOATOTOBKU MPOO

Reduction in sample prepara-
tion time

Tpoiinoii kBaapymnosb, MRM-pexum peructpauuu [loBbllieHre CETeKTUBHOCTU

The gain in selectivity

Triple quadrupole, MRM ion detection mode

PacuéT comepkaHus aHATUTOB 0€3 MCIIOJIb30BAHUS
TpagyupoOBKU
Calibration curves use is optional

KPUBbLIM

Calibration curves use is required

Pacuér conepkaHust aHAJIUTOB IO TPAIyupOBOYHBIM ~ KOppeKTHpoBKa MmokasaHui

IeTeKTopa
Increased accuracy

MX KOJIMYECTBEHHBII aHAJIN3 BBITIOTHSIETCST 63 TTOCTPOSHUST CO-
OTBETCTBYIOIINX IPaIyHPOBOUYHBIX KPUBBIX. B 3T0i1 paboTte BMe-
CTO MOHOKBAJIPYMOJBHOIO IETEKTOpa M pexkMMa MOHUTOPUHTA
BBIOpaHHBIX MOHOB (SIM-pexkuM) UCTOIb30BAIM TPOMHOUN KBa-
TIPYTTOJIBHBIN JIETEKTOP U PEXKUM MOHUTOPHUHTA MHOXKECTBEHHBIX
peakiuii (MRM). IToMuMo 3TOr0 B IIpoLieaAypy ObLT BHECEH PsilI
NPYTUX U3MEHEHUI1, KOTOPbIE TTPEeICTaBIeHbI B Ta0I. 1.

B mpouecce mpoBemeHMs uUccaenOBaHUSI  OblIa  M3-
yyeHa BO3MOXHOCTb WCITOJIb30BaHUSI TaHIEMHOIO Macc-
CITIEKTPOMETPUYECKOTO JeTeKTUpOoBaHUsA. [lapbl TpenmirecTBy-
IOIIIMX MOHOB U MOHOB-(ParMeHTOB U TMOAOOpPaHHbBIE SHEPTUU
COy/IapeHUsl TIPeCTaBAEHbI B Ta0JI. 2.

Bruto mpoBeneHO cpaBHeHME pe3yIbTaTOB MPHM HCIOIb30-
BaHUU pexXUMa MOHUTOPUHIAa BbIOpaHHOTO MoHa (SIM), co-
rmacHo ISO 18363-2:2018, u peskuMa MOHUTOPUHTA TIEPEXOI0B
macc (MRM). ITpumepsl mosrydeHHBIX XxpoMaTorpamm B SIM- u
MRM-pexumax nmpencrapieHbl Ha puc. 1.

IIpumep napamMeTpoB pexKUMa MOHUTOPUHIA
Examples of mode settings for monitoring selected reactions

Hcnonb3oBaHue Gosiee CEIEKTUBHOTO pexkruMa paboThI lie-
TEKTOpa Macc MO3BOJIWIIO 3HAUUTEIBHO YIYYIIUTH COOTHOIIICHUE
CHUTHAJI/IIIyM, YTO MPOJEMOHCTPUPOBAHO B Ta0I. 3.

W3 mpencraBieHHBIX JaHHBIX BUIHO, YTO IO CPaBHEHUIO
¢ SIM-pexuMoM B peXMME MOHUTOPWHIA TEPEXOIOB Macc
MPaKTUYECKU OTCYTCTBYIOT CTOPOHHME MUKU (CM. puc. 1), a co-
OTHOIIIeHWe cuTHaI/TIyM B cirydae 3-MBI1Jl u ero melitepupo-
BaHHOT'O aHaJiora BO3pOC/O Ha MOpsIoK, B ciaydae 2-MXIT u
3-MXII-DS5 Ha 2 nopsaka, 3-MXI1I — Ha 4 nopsiaka.

Jlnsg mpoBemeHUs KOJIWUYECTBEHHOTO aHajin3a OBbLT BHI-
OpaH MeToJ aOCOJIOTHOM TpaayMpOBKM C MCIIOJb30BaHUEM
BHYTPEHHETO cTaHmapTa. [ TOCTpOeHMST TpamayupoBOY-
HBIX IpaMKOB TOTOBWIM IO 6 COBMECTHBIX pa3BedcHUI
3-MXII v rniuuugoia B MeTaHose ¢ KoHeHTpauusamu 0,01;
0,05; 0,2; 0,5; 2; 5 Mr/kr u 1Mo 6 COBMECTHBIX pa3BeIcHUI
1,2-nunansmutonn-3-MXITJ u 1,3-gunansmutonn-2-MXIT]]
C KOHIIEHTPALUSIMU, 9KBUBAJICHTHBIMU COIEPKaHUIO CBOOOI-

Taonuuma 2 / Table 2

Ananur Won-npenmecrennuk, m/z | Von-parment, m/z DHeprus coynapenus, eB BpemeHHOii cerMeHT, MHH
Analyte Precursor ion, m/z Fragment ion, m/z Collision energy, eV Time range, min
3-MXI1a* 3-MCPD* 196 147 10
3-MXTIQ 3-MCPD 196 91 25
15.0-18.4
3-MXITO-D5*  3-MCPD-D5* 201 150 10
3-MXI1I-D5 3-MCPD-D5 201 93 25
2-MXTI11* 2-MCPD* 196 104 25
2-MXIT1Q 2-MCPD 196 91 15
18.4—19.5
2-MXI1A-D5*  2-MCPD-D5* 201 107 10
2-MXIIO-D5 2-MCPD-D5 201 104 20
3-MBITJ* 3-MBPD* 242 147 10
3-MBI1J 3-MBPD 242 91 25
19.5-23.0
3-MBIT1-D5*  3-MBPD-D5* 247 150 10
3-MBIIJ-D5 3-MBPD-D5 247 93 25

I1 puME€yYyaHUC. * — OTMEYECHHBIC I1apbl MTOHOB MU CITOJIB30BAIMCh OJIA KOIUMYECTBEHHOTO pac'{éTa, OCTaJIbHBIE — B KQYE€CTBE MOATBCPKIAIOIINX.

Note. * — Ion pairs of analytes marketed with were used to quantitate, and the others were used as qualifiers.
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Puc. 1. CpaBHeHMe XpoMaTorpamm KOHTPOSbHOW Npo6bl 0MBKOBOrO Macna ¢ go6asnennem 3-MXMA, 2-MXMNL n ranymgona (npo6a b), nony4eHHbIX B
SIM- 1 MRM-pexumax pa60Tbl TPOWHOr0 KBafpynonbHoro aetektopa: a — SIM-pexum; 6 — MRM-pexum (npo6a b).

Fig. 1. Chromatograms of known amount of 2-MCPD, 3-MCPD and glycidol (3-MBPD) in spiked olive oil (Assay B) obtained by triple quadrupole in SIM

and MRM operation modes: a — SIM mode; 6 — MRM mode.

Ta6nuua 3 / Table 3

y =0.511946x + 0.001805
R?=0.99950889

CpaBHeH#e COOTHOIIEHMsI CUTHAJI/IIYM B PA3HBIX 555
pexnMax paGoThl TPOIMHOTO KBAAPYIOJSA . 72
Signal-to-noise ratio comparison in triple 45
quadrupole operation modes used 4.22
x
OTK/MK eTeKTopa g " 337 g
Ananur Signal-to-noise ratio 5 chg 3.5
Analyte B SIM-pexume | B MRM-pexume 3 § 2 72
in SIMmode | in MRM mode E ® 25
3-MXTIIT* 75 265014 g2 228
3-MCPD** (m/z196)  (196—147) 33 175
3-MXIA-D5** 4154 28 696.6 g b
3-MCPD-D5**  (m/z201) (201—150) o R
2-MXTI1** 18.6 3956.0 072
2-MCPD** (m/z196)  (196—>104) 055
2-MXIII-D5** 941.7 1099.4 -0 Zg
2-MCPD-D5**  (m/z201) (201—107) o
3-MBI1J 63.5 778.4
3-MBPD (m/z 242) (242—147)
3-MBIIJ-D5 309.9 1176.5
3-MBPD-D5 (m/z 247) (247—150)
il . % _ pacué
Hp[())glbll\/lse-‘i aHUue pacyeT I1mo xpomatrorpamme \MBaHUA kB : 1/)(

N o te. ** Values obtained from sample B.

HBIX 3-MXII u 2-MXI1/: 0,01; 0,05; 0,2; 0,5; 2; 5 Mr/Kr co-
OTBETCTBEHHO B Tojyoje. [Ipumep rpamyupoBoyHOrO rpadu-
Ka ns 1,2-punanemutounn-3-MXII npencraBieH Ha puc. 2.
KoadduimeHTH 10CTOBEPHOCTH aIMPOKCUMAIIUM COCTaBU-
nu: g 3-MXTITI R? = 0,994, rmuuunona B ¢dopme 3-MBITJI
R? = 0,989, 1,2-munaxemuroni-3-MXIII B ¢popme 3-MXTI/T
R?>= 0,999, 1,3-gunansmutoni-2-MXILJ B dpopme 2-MXI1]
R*=10,998.

CTabMIIBHOCTD PabOTHI JETEKTOPa OLICHWBAJIM Ha TPOTSIKE-
HUU 7 Mec TyTEéM HCCIeNOBaHUs KOHTPOJIbHBIX MTPOO ¢ U3BECT-
HOI KOHUeHTpauueil aHanuToB (tadn. 4). I3 npeacraBieHHbIX
pe3yJlbTaToOB BMIHO, 4YTO HaleHHOoe KoimdecTtBo 2-MXIIJ,
3-MXII v mvumgoa MHOTIA CYIeCTBEHHO OTINYAIOCh OT J10-
0aBJIEHHOTO.

Takum o6pa3oMm, st KOHTPOJISI pabOThI AETEKTOpa U ameK-
BaTHOCTU TPalyMpOBOYHOIO rpaduka IejiecooOpa3HbIM Ipei-

050051152253 354455556657 7588599510105

OTHOCUTENbHast KOHLEeHTpauus
Relative concentration

Puc. 2. TpagynpoBoyHbin rpaduk 1,2-MMN-3-MXMNO 8 popme 3-MXMN[I, KoahpuumneHT B3BE-

Fig. 2. Calibration curve of 1,2-bipalmitate-3-MCPD as 3-MCPD, weighting coefficient k,=1/x..

CTaBJISIETCSI aHAJIN3 KOHTPOJILHBIX P06 B KaXIIOM IOCIEI0Ba-
TEJIbHOCTH HEU3BECTHBIX 00PA3LIOB.

OlLeHKa METPOJIOTMYECKMX TapaMETPOB METOIMKHU ITPOBO-
mmack o TOCT P MCO 5725-1-2002'°, PMT 61-2010"", PMTI'
76-2014"2, pe3ynbTaThl MpeACTaBICHBI B Ta0. 5.

B wuccienyeMoM nuamna3oHe KOHLEHTpAIMil HauGoJbIIast
BEJIMYMHA TIOTPELIHOCTU OIpEAe/IeHUsT OblIa YCTAaHOBJIEHA IS
ruunoia. OObSICHIETCS 3TO TEM, YTO OKOHUYATEIbHBII Pe3yiib-

" TOCT P MCO 5725-1-2002 To4HOCTD (MPaBUILHOCTD U MPEIIN3H-
OHHOCTb) METOIOB M Pe3yNbTaToB usmepeHuit. Yactb 1. OCHOBHbIE MO-
JIOKEHUS U OTIPENeTICHHUSI.

"PMT 61-2010 FocymapcTBeHHast cucTeMa OOECIIEYeHMs eMUHCTBA
u3MepeHuii. TTokasatenm TOYHOCTH, TPABUILHOCTH, TPELU3MOHHOCTH
METOIMK KOJIMYECTBEHHOTO XMMHUYECKOT0 aHaIi3a. MeTOIbl OLICHKHU.

12 PMT 76-2014 'CH. BHyTpeHHUII KOHTPOJIb KAYeCTBA PE3YIHTATOB
KOJIMYECTBEHHOTO XMMUUYECKOTO aHAJIN3A.
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Ta6nuua 4 / Table 4

N3mepennoe coaepxkanue 2-MXIIJI, 3-MXII/I 1 riauuummoa B KOHTPOJIBHBIX MPO0AX ¢ BHECEHHOI KOHIIEHTpaNKeii KaxkKa0ro anaaura 1
Mr/Kr. Pe3yabTaTel mpencTaBieHsl B Bue cpeanero + ommoka meroaa (Me =+ 0)

Measured 2-MCPD, 3-MCPD and glycidol content in spiked olive oil with calculated concentration 1 mg/kg of each analyte. Results are

shown as mean = method error

aTa W3rOTOBJIEHHUS
X Jlata npoBe/ieHus: u3MepeHus

KoHuenTpanus usmMepennas, Mr/Kr
Measured concentration, mg/kg

KOHTPOJIbHOI NPOOBI

Spiked sample preparation date Measurement execution date 3-MXIIJT 2-MXIIJ TJIMIHA0T
3-MCPD 2-MCPD glycidol
22.07.2019 19.08.2019 0.99 £0.49 0.76 £ 0.26 0.91 £0.63
22.08.2019 0.96 + 0.48 0.60 £ 0.21 1.05+0.72
04.09.2019 0.93 £ 0.46 0.59 +£0.41 0.80+0.28
26.09.2019 26.09.2019 0.90 £0.45 0.90 £0.32 0.84 £0.58
03.12.2019 05.12.2019 0.84 £0.42 0.81+0.28 0.78 £ 0.54
12.12.2019 0.97 £0.48 0.87£0.30 1.25+0.86
23.12.2019 0.91 £ 0.46 0.81£0.28 0.58 £0.40
17.02.2020 17.02.2020 0.98 £ 0.49 1.02 £0.36 0.71 £ 0.49
03.03.2020 03.03.2020 0.91 £ 0.46 0.89 +£0.31 0.74 £ 0.51
05.03.2020 05.03.2020 0.99 £+ 0.46 0.82 £0.29 0.73 £0.51
10.03.2020 13.03.2020 0.97 £0.48 0.94+0.33 0.75 £0.52
18.03.2020 0.84 £0.42 0.95+0.33 0.97 £ 0.67

Ta6nuua 5 / Table 5

MeTtposiorndecKue XapaKTepucTUKH MeToauKu onpenenenusa 3-MXIIJT, 2-MXTI/I u rimmuaona meronom I'’X-MC/MC
Validation parameters for the method of GC-MS/MS determination of 2-MCPD, 3-MCPD, and glycidol

[panuib OTHOCHTEILHOM OTPEITHOCTH
»=0,95), £ 6, %
Relative error (p = 0.95), = 9, %

CpeHss NOJHOTA M3BJICUEHHS BeleCTBa, %
Recovery rate, %

AHATHT Jlnana3zon
onpe/ieJisieMbIX KOHIEHTPALMIA, MI/Kr
Analyte The range, mg/kg
3-MXI1J1 3-MCPD 0.30-30.0
2-MXI1J1 2-MCPD 0.30—-30.0
Inmuumnon Glycidol 0.30—-30.0

50 113.6
35 107.9
69 87.5

TaT MO [IUIUI0TY PACCUYUTHIBACTCS UCXOJIsl U3 COOTHOIICHMSI CO-
nepxanus 3-MXII B mpodax A u b, To ecTb naHHbBIE MTOrpel-
HOCTHU BJIMSIIOT Ha WUTOTOBYIO IMOTPEIIHOCTh TIPU OTpeneeHUN
conepxaHus rununona. [Ipu aTom cpenHsis moaHOTA U3BIEYe-
HMSI BCEX MCCIIENYeMbIX COSTUHEHUI HAXOAMIACh B JMAara3oHe
80—120%. Takum 06pa3oM, METOIMKA U3MEPEHUST COMEPKAHUS
3(1pPOB MOHOXJIOPIIPONAHAUOIOB U TJIUIUIONA MOXET ObITh
MpUMEHEeHa ISl UCCIIeIOBaHUs PeaJIbHBIX 00pa3IlloB MUIIEBBIX
MaceJs1 1 XKUPOB.

Oocyxkaenue

Hcrnonb3oBaHre MOHOKBAAPYIIOJILHOIO OETEKTOpa U OT-
CYTCTBUE HEOOXOIUMOCTHU MOCTPOCHUS TPaTyMpPOBOYHON KpPH-
BOI1 YIIpOIIAET, YCKOPSIET U JejIacT MeHee TOPOTUM PYTHHHOE
onpenesieHue cloXHbIX a¢pupoB MXII u acupoB rmuumona.
Taxkoii moaxon HanboJiee onpaBaaH s JlabopaTopuii, padbora-
OIIMX C CEPUITHBIMU 00pa3laMu, KOTOPhIE MaJO OTIMYAIOTCS
COCTaBOM U CIOCOOOM 00pabOTKMU: HApUMEpP, MPU BXOZHOM
KOHTPOJIE MaCJIOXXUPOBOTO CHIPbsI, KOHTPOJIE TTPOU3BOICTBEH-
HBIX IIPOLIECCOB U IIPOBEPKE KA4eCTBa TOTOBOI MPOAYKLUM B
3aBOJICKHUX JJa0OPATOPUSIX.

B mo6om ciydae miig obecrieueHUsT KauecTBa Pe3yIbTaToB,
MOJIy4yaeMbIX METOAAMM C IPUMEHEHHMEM MOHOKBAIPYIIOJbHO-
ro IeTeKTopa, HeoOXOIUMO TIPOBEICHUE MePUOINISCKOTO KOH-
TPOJIST MPAaBWIBHOCTH PabOThI TAKOTO HETEKTOpPa M TOYHOCTU

MOJTy4aeMbIX Pe3yIbTaToOB. B To e Bpemsi mpu MpoBeIeHUN VC-
cliefoBaHuii 00pa3loB HECEPUIMHBIX, C HEM3BECTHBIM COCTABOM
U TeXHOJIOTUEN M3TOTOBJIEHUsI, BOSHUKAET HEOOXOIMMOCTD TI0-
CTOSTHHOTO KOHTPOJISI TOYHOCTU PE3YyJIbTaTOB B KaxXIOil cepuu
o0pa3ioB.

OnrcaHHas HAMU TIpOIleNypa UCCIeNOBAHUST CONEepPKAHUS
cJIoxHbIX 3upoB MXIT v 3¢upoB NIMLIMAOJIA C UCITOJIb30BAHM -
€M TPOIHOTO KBaJIPYITOJIBHOTO AeTEKTOpa OCHOBAHA Ha IMTPUHIIM-
T1e TIOCTOSTHHOTO KOHTPOJISI TOYHOCTH TTOTy4aeMbIX pe3yIbTaToB,
YTO YCJIOXHSIET aHAIU3, HO MO3BOJISIET 6€3 MOATOTOBUTEIbHBIX
MPOTIeYp U3ydaTh XKUPOBBIE 0OPa3IIbl TIOOOTO COCTaBa U IMPOVC-
xoxneHus. Mcnonb3oBanue pexxuma MRM 1o3Bosinio Koiuue-
CTBEHHO ONPEAESATh KOHLIEHTPaMY BceX aHaauToB 10 0,3 Mr/Kr
U CHU3UTH BEPOSITHOCTH OIIMOOK MIEHTU(DUKAIIMYU M KOJIUIe-
CTBEHHOTO OMpe/eIeHUs, BCTPEYaIOUIUXCsl IPU UCTIONIb30BAHUU
SIM-pexuma paboTel Macc-gerekTopa [15]. JomosHUTeNIbHOMI
MepOii KOHTPOJISI MPaBUIIBHOCTU aHAIM3a SIBISIETCSI UCTIOTBh30-
BaHME MPOObI M3BECTHOIO COCTAaBa U KOHLIEHTPALIMU aHAIUTOB
B KaXIIOH ITOCJIENOBATEILHOCTH MP0o6. DTO MaéT BO3MOXKHOCTD
CBOEBPEMEHHO OTCJIEANTb HETOUHOCTU B paboTe mpubopa uiu
orneparopa U B HEKOTOPBIX CIIy4yasix KOMIIEHCUPOBATb UX MYTEM
repecyéTa NMoJyIeHHBIX Pe3yTbTaTOB.

JanbHeiilias onTMMU3alKs METOa MOXET OBbITh JOCTUTHYTA
IMyTEM CHVDKEHMSI HYDKHEU TpaHWIIbl TUuaria30Ha OINpenesieMbIX
KoHI1IeHTpaluit 10 0,06 Mr/Kr 1 BBeJCHUS B PacUEThI MOTMPABKU
Ha COOTHOULIEHWE HalIEHHOTO COAEPXKaHMS KaXAO0ro aHaIuTa K
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N00aBJIIEHHOMY B KOHTPOJIbHOI mpobe. KpoMe Toro, JoruyHoi
MpEeACTaBISIETCS 3aMeHa BHYTpeHHero ctaHmapta 3-MXI1/-D5
Ha 3-MXII/1-C13, 94To O3BOJIUT UCIOIb30BaTh OHY IPOOY BMe-
CTO JIBYX Ha OMWH 00pa3ell Uik KOHTPOJISI BO3MOXXHOTO HOBOOO-
pa3oBaHMS TIIULIUIOIA.

CrenyeT OTMETUTh, YTO, COTJIACHO MCIIOJIb3yeMbIM B pa3pa-
0OTaHHOW METONMKE pacuyéraMm, OKOHYATeJIbHAs BETMYMHA CO-
Nep>KaHUS TJMIUA0JA B TPo0e 3aBUCUT OT COOTHOIIEHMSI COIEP-
Kanuit 3-MXITIJl B npobax A u b. B HopMe 3T0 cooTHOILLIEHUE
TIOJIKHO OBITh OJIM3KO K €AWHUILIE, OMHAKO ITPU BOBHUKHOBEHUN
MOOOYHBIX WJIM HeXelaTeAbHbIX peakiluii B Mpode WIKM APYTuX
MPOOGJIeM 3TO COOTHOIIEHUE MOXKET MEHSITHCSI, YTO MOXET CHM-
JKaTh PABUIILHOCTD OIpeAeICHNS TIULINIO0IA.

OpwuruHansHas cTatbs

3aKkioueHue

Takum o6pa3oM, pa3pabOTaHHLI BapUAHT METOAUKH OIIpe-
nejieHust coXHBIX 3upoB 2-MXII/, 3-MXIII v rauuuauio-
BBIX 3(DMPOB METOIOM JJTUTEIbHON IIEJIOYHOU TiepeaTepudu-
kauuu ¢ ['’X-MC/MC-neteKTupoBaHUEM TTO3BOJISIET MPOBOAUTH
omnpezaeseHre 3THX BellecTB B auanasone 0,3—30 mr/kr. Meto-
KA MOXET OBITh MCIIOJb30BaHA UISI KOHTPOJS COOEPKAHUS
[JIMLUAWIOBBIX 9(UPOB B TIEpecuéTe Ha MU0 KaK HOPMUPY-
€MOTO TIOKAa3aTeJisl B MUILIEBBIX PACTUTEIBLHBIX MacjiaX U KUBOT-
HBIX JKMPax, KOTOPbIE MpeaHA3HAYEHBI 111 peaM3aliid Ha Pbl-
HOK KaK B Ka4eCTBE TOTOBBIX ITPOAYKTOB, TaK U MHIPEIUEHTOB, B
TOM UHKCJIe TSI TIPOU3BOACTBA JETCKOTO MTUTAHMS.

Jlutepatypa
(n.n. 1-9, 11-15 cm. References)

10. Makapenko M.A., Manuukun A./l., bokos 1.0., beccornos B.B. MoHo-
XJIOPTIPOTIAHAMOJIbI, TIM A0 U UX 9(UPBI B 16 TCKOM MUTAHUU. Bonpocet

demckoii duemonoeuu. 2019; 17(1): 38—48. https://doi.org/10.20953/1727-
5784-2019-1-38-48
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