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DedepanvHulii YyeHmp MOKCUKOLO2UYECKOIL, PAOUAYUOHHOU U DUONIOSUYECKOl 6e30NACHOCHU,
2. Kazanw, 420075, Poccus

AHHOTAIHUA

B craTtbe mpencTaBieHbl pe3yabTaThl ONPEIeICHUS CHHTETHYECKOI0 MUPETPOUa JIeNb-
TaMETPUHa METOZOM T'a30BOM XpoMaTorpaduu ¢ Macc-CIIEKTPOMETPHUYECKHM JIETEKTHPOBa-
HueM (I'X-MC) B npo/10BONBCTBEHHOM CBIPbE M Pa3lWYHBIX MHUIIEBBIX Mpoiaykrax. Cranuu
I'X-MC-onpepesnenus npeaniecTsyeT npodomoaroroska cnocobom QUEChERS.

Pa3paboTaHHbIH CIIOCOO KOJIMYECTBEHHOTO OMpeeseH s aeiabraMmeTprna MerogoM [ X-MC
¢ anexTponHor monmzanuei (AU, 70 3B) B mumieBbix npoaykTax ¢ npumenerneM QUEChERS
Xapaktepusyercs npenesnoM obHapyxeHus 0.9 MKI/Kr nenpTaMeTpuHa M CTaHAAPTHBIM OT-
KJIOHEHHMEM, He IpeBbIIaomum 5%.

I'’X-MC-konuecTBEHHOE OIPENETICHUE YAbTPAMANBIX CONEPKAHUM JeIbTaMETpUHA B IH-
IIEBBIX MPOIYKTAX BHITIONHAINA B PEXKAME PETUCTPAIN CEIeKTHBHBIX HOHOB (SIM/SIR-pexmm),
B Ka4eCTBE KOTOPHIX BBIOpPAaHBI MOHBI ¢ M/Z 253 (ocHOBHO# WOH), a Takke m/z 208 u 181
(moATBepKAAOIINE HOHBI) COOTBETCTBEHHO.

KiioueBble clIoBa: TOKCHKOIOIMYECKUA KOHTPOJIb IHILIEBBIX MPOAYKTOB, OPraHUYECKUE
MOJUTIOTAHTBI, JIeIbTAMETPHH, Ta30Bast xpoMaTorpadus — macc-criekrpomerpust, QUEChERS

BBenenune

ITpumeHsieMblii B COBPEMEHHOM CEJbCKOXO035HCTBEHHOM MPOM3BOACTBE HECTHIIU
nenpramerpud — (S)-a-nmano-3-¢penokcubensmi-(1R,3R)-3-(2,2- mubpomBunm)-2,2-
JMETHIIUKIIONPOIIAHKAPOOKCHIIAT OTHOCUTCS K CHHTETUYECKUM MTUPETPOHJIAM BTO-
poro nokonenus [1]. Hecmotpst Ha To 4TO AenmbTamMeTprH ObLT cuHTe3upoBaH B 1971 T,
HanOoJiee aKTUBHBIN U3 BOCBMHU €TI0 BO3MOKHBIX H30MEPOB YUC-U30MEP Ha CETOIHSII-
HUI JIeHb aKTHBHO NMPHMEHSETCS B COCTaBE BOJHO-IUCIIEPTUEPYEMBIX IPaHyd U KOH-
HEHTPATOB AMYJIbCHUH 10T KOMMEPYECKHM HauMeHOBaHHEM «/Jlerucy.

Bbrnaronapst cBoelt HU3KOM yCTOMYMBOCTH BO BHELIHEH Cpelie, HO IPU 3TOM BBICO-
KO# A((eKTUBHOCTH JIGHCTBUSI TIPOTHUB Pa3NIMUHBIX HACEKOMBIX-BpEIUTEICH XJieO-
HBIX 3aI1acOB, PACTEHUH-MEIOHOCOB, KPECTOLBETHBIX, KOPHEIJIOOB, TOMATOB, IIIO-
JIOBBIX KYCTapHHMKOB M JEPEBBLEB, ACIBTAMETPHH IIUPOKO HCIOJIB3YETCS B MEJIKOM H
KPYITHOM arporpoOMBIIIIIEHHOM ITpon3BozicTBe. O0aIaroyii o CPaBHEHHIO C APYTUMHA
CHUHTETHYECKVMHU MHUPETPOUJAMH MOIIHBIM HEWPOTOKCHYECKUM JIEHCTBHEM, JENbTa-
METPHH CHOCOOCTBYET 3aMEJICHUIO OTKPBITHS U 3aKPBITHS TOTEHIIMAI-YIPaBIISEMbIX
HATPHEBBIX, KATMEBBIX M KaJBIIMEBHIX KaHAJIOB [2—4]. B pe3ymnpTare 3TOrO 3aMeIeHns
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MMPOUCXOANT H3JIMIIHEE BBIJCICHUE AallCTUIXOJWHA TPU TMPOXOKIACHUUA HEPBHOTO
HUMITyJIbCa, MPUBOASIICE K MOPAKECHUIO JABHTaTeIbHBIX EeHTPoB [5, 6]. Benencteue
TOTO YTO JENbTaMETPHH, OJlarofaps CBOMM JIMMIO(MIBHBIM CBOHCTBaM, MOXET HaKarl-
JIUBATHCS B KHUJIKOCTSAX U TKAHSIX OPraHM3Ma, CBS3BIBATHCS C JHITO(PHUIBLHBIM OKpYXKe-
HUEM MEMOpaHbI CO CTOPOHBI BHYTPEHHEH CTBOPKH HATPUEBOTO KaHalla HEPBHBIX KJic-
TOK, TpeOyeTCs OCYIIECTBIEHIE KOHTPOIIS COIEPKAaHMsI 3TOTO MECTHIH/IA B TIPOAOBOIIb-
CTBEHHOM CBIPbC U TIPOAYKTAX MUTAHMUSI, SBIISIONIMXCS €T0 UCTOYHUKOM B Tpouyeckoi
uer [7]. BMecte ¢ 3TiM nMeromyecs: TUTepaTypHble JaHHBIE CBUACTEIBCTBYIOT O TOM,
YTO B OpPraHW3Me XMBOTHBIX W UellOBeKa JeNbTaMETPUH OBICTPO momBepraercs dep-
MeHTHOH aetokcukanuu [8—10]. OmHako ocTpoe OTpaBiIcHUE OOJBITUMHU JIO3aMH 3TOTO
WHCEKTHLIM/IA BBI3BIBACT Y YEIIOBEKA CITyTAaHHOCTh CO3HAHUS, OECHOPSAA0YHOCTh ABH-
YKEHWH, 3aTpyAHEHHE AbIXaHUs, CyJOPOTH, OTEK, a JaDOpaTOPHBIE )KUBOTHBIE TOTHOAIOT
OT JIBIXaTeIhHON U cepaednoit HegoctaTounocTH [11]. boxee Toro, uMMyHHas cuc-
TeMa TakXKe SBISETCS OJHOW M3 HauboJiee YyBCTBUTEIBHBIX MHILIEHEH MO OTHOIIE-
HUIO K TOKCHYHOCTH JeTbTaMeTpuHa [12].

s ompeneneHus AebTaMETpUHA B OOBEKTaX IKOJOTMYECKOTO KOHTPOIS MpH-
MEHSIOT BBICOKO3(D(PEKTUBHYIO KUAKOCTHYIO Xpomarorpaduio u razosyw (I'X) xpo-
MaTorpauio ¢ pa3Nnu4yHbIMU criocobamu aerextupoBanus. llpu stom ['X ¢ macc-
crektpoMeTprdeckuM netektupoBanueM (I'X-MC) obnanaeT BBICOKOH YyBCTBUTEINb-
HOCTBIO W SIBIISIETCS CEJICKTHMBHBIM M HAJIe)KHBIM METOJIOM OIpE/CTIeHHS JeIbTaMeT-
puna [13]. KomOuHamus MpocTOThI M OFODKETHOM TOCTYITHOCTH MPUOOPHBIX KOM-
wiekcoB [’ X-MC, ocHallleHHBIX CHCTEMaMH SKCIEPTHBIX 0a3 TaHHBIX MacC-CIIEKTPOB,
JIeNIaeT 3TOT CHOCO0 ONTHUMAIBHBIM JIIsl ONPEEICHUS CIEOBBIX COJep KaHuM nenbTa-
METpPUHA B TIUIIEBBIX IPOIYKTaX.

Lenp HacTosIel paboThl COCTOSIIA B IPUMEHEHHH MPOITOOOATOTOBKH CIIOCOOOM
QuEChERS ans ompezneneHusi AenbTaMEeTpHHA B THIIEBBIX MPOAYKTaX METOAOM
I'X-MC.

1. JkcnepuMeHTATbHAS YACTh

1.1. Annaparypa u oGopynoBanmue. B pabore mpuMeHsIH ra3oBbIii XpoMaro-
rpad Trace 1300 GC ¢ macc-criekrpomerpuueckum jaerekropom DSQ II (Thermo
Fisher Scientific, CIIIA) ¢ snektponHo#t monm3anmeii (DU, 70 3B) B amamazone
m/z 30-550 (HampspKeHHe Ha 3JIEKTPOHHOM ymHOXwuTene 1436 B). Xpomarorpadu-
YECKOE pas3JelICHUE MPOBOAMIM Ha KBapIeBOW KamwuispHou kojionke TG-5MS
(5%-dennn-, 95%-mumernnmonucuiaokcan, 30 mx0.25 mmx0.25 MM, Thermo Fisher
Scientific, CILIA). Ycnosus nposenenus I’ X-MC-ananuza: TemnepaTypa HHXEKTOpa —
280 °C, temmeparypa untepdeiica — 270 °C, Temneparypa MOHHOI'O HUCTOYHHKA —
250 °C, HauanpHasi Temreparypa TepMocTaTa KOJIOHKH — 75 °C, BpeMs HayaJlbHOIO
TEPMOCTATHPOBAHHUS — 2 MHH, TeMIepaTypa KOJIOHKH MOJHMMAJIACh CO CKOPOCTBIO —
10 °C/muH, xoHeuHast TemrepaTypa KojgoHKH — 280 °C, oObeMHas CKOpOCTh Traza-
nocutenst (He, 99.999%) — 0.9 mMa/mMuH — noctostHHbIH TOTOK. O0BbeM mpoObl — 1 MK,
BBOJI O€3 JeNieHHs OTOKA.

OOpaboTKy Macc-CIeKTpaIbHBIX JaHHBIX MPOBOAWINM C HCHOJIB30BAaHHEM IIPO-
rpammuoro obecriedennsi Xcalibur (Thermo Fisher Scientific, CIIIA), amekTpoHHOM
oubimorexkn macc-criekrpoB DU NIST’17, NIST MS Search Program V. 2.3, NIST MS
Interpreter (NIST, CILIA).
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Perpeccuonnblit ananmu3 ypasaenus Y = (b +Sp)-x+ (a+S,), rme y — oTHOCH-
TeJbHAsl MHTEHCUBHOCTH IUIOIIAAN MHKa JETEKTUPYEMOro MOoHa (YCIOBHBIC €IUHH-
IBI), X — KOHIIEHTPAIHS OIIPENEIsIeMOTr0 COeAMHEHUS (MKI/KT), OCYIIECTBIISUTN C HIC-
nonb3oBanueM Origin V. 6.1 (OriginLab Corp, CIIIA) no TpeboBanusim, npuBeaeH-
HBIM B HOPMaTHBHBIX JOoKyMmeHTax [ 14, 15]. [Ipenen obnapyxenus (ITPO, MKr/kr)
npenen kommdectBeHHoro ompexaenenus (IIKO, Mkr/kr) paccuutsiBanmm mo ¢opmy-
nam: 3S,/b u 10 S,/ b coorBercTBenHO [16].

[Tpumensiu ananutuueckue Beckl A&D HR-250 AZG (A&D, Kopes), Mexanuue-
ckuif meiikep Multi Reax (Heidolph Instruments, ['epmanms), nearpudyry Centrifuge
5430R (Eppendorf, I'epmanust), cucremy ourctku Boasl Barnstead Pacific-TIl (Thermo
Fisher Scientific, CIITA).

1.2. MaTepuajbl H peakKTHBBI. VICITOIBb30BAIN aHATUTHICCKUAN CTAaHIAPT IEITh-
tameTpuHa (CAS Ne 52918-63-5, kat. Ned45423, Supelco, CIIIA). Mcxonnslii pac-
TBOp mensramerpura (C = 100 MKr/cM®) U rpagyHpOBOYHBIC PACTBOPHI (IOMYHYaIN
pa30aBIeHHEM HCXOIHOT0) TOTOBHIIM Ha aOCONIOTHPOBAHHOM ameToHe («x.d.») Ilpu-
MEHSUIH TeKCaH MapKH «JIsl XpoMaTorpaduu» 1 cleyroliue peakTUBBI MAPKH «X.4.):
aneroantpwit, CH3COOH, MgSO, (6e3Boansrit), NaCl, copoentst Florisil (cuarern-
yeckuii MgSiOz), PSA (copOeHT, comepiKaliuii B Ka4eCTBE MPUBHUTON TPYIIITBI aIKH-
naMuH ¢ aByms pazaumdabiMu NH,-rpynmamu) u C18 (Agilent, CLLIA).

1.3. O6bexThI uccaenoBanus. OOBEKTaMU HCCIIEIOBAHUNA OBUIH THIIEBEIE MIPO-
JIYKTBI: TICYCHb CBHHAsI, NIEUCHD TOBSDKBS, peuHast ppiba, MOpcKas pblOa, Tpyia, JbIHS,
0JI0K0, BUHOTPAJ1, MaHAAPUH, TOMAT, OPOKKOIIN, KYKYpy3a, TOPOX, MOPKOBB, JIYK PEeTl-
YaThlid, IPEJOCTABICHHBIE U1 OTPAOOTKH METOIUKH onpeeneHus VcnpITarenbHpIM
ueaTpom ®I'bBHY «®LUTPB-BHUBW» (r. Kazaus).

1.4. IIpoGonoaroroBka. [Tpo6omnoaroToBky ocyiecTsisum criocobom QUEChERS.
st 3TOrO OT MpEACTaBIeHHON MacChl HCCIeIyeMOro oopasia MeToJ0M KBapTOBAaHHS
(1n60 KOHYyCa) OTOMpaITU TPEICTABUTENBHYIO MPO0Y, KOJUYECTBO KOTOPOH (B 3aBUCH-
MOCTH OT 00BEKTa HCCIIeI0BaHUs) [TOKa3aHO Ha pHC. |, WITIOCTPUPYIOLIEM X0 Ipo-
OOIMOArOTOBKM.

I'omorennsupoBaHHbIid 00pasel] mpoOkl MOMEIIAIH B IEHTPUPYKHYIO TPOOUPKY
o6beMom He Menee 20 cm® 1 skcrparmpoBamn 10 cM® pactBopa 1%-HOi yKCYCHOI
KUCJIOTHI B allETOHUTPHJIE HA MEXaHUYECKOM LIeHKepe B TeUeHUE 3 MUH. 3aTeM B II0-
JIydeHHBIH 3KcTpakT modasmsuin MgSQO,, NaCl u neHTpudyrupoBaiu co CKOPOCThIO
4000 06./MuH B TedeHne 5 MuH. B uncTyio neHTpudy)HYI0 IpodHpKyY oTémpam 3 cm®
cynepHaranTa u nobasisu copoertsl PSA u C18 (B cooTHotenuu 2 : 1), MgSO,
¥ BHOBb 1eHTpHdyruposanu. Ot6upamu 1 cM® cynepHaTaHTa U BHIIAPHBATH 10CYXa
B Toke asora. CyXoif 0CTaTOK mepepacTBOpsuid B 0.5 CM° aIleTOHA W HCCIIEOBAIM
metogom ['’X-MC.

2. Pe3yabTaThl U X 00CY:KIEHUE

B HacTosimiee BpeMst MpPOKOe MPUMEHEHUE CPEIU CIIOCOOO0B MTPOOOIIOITOTOBKU
it ['X-MC-omnpeziesieHus MECTUIMIOB B MMIIEBBIX MPOAYKTaX U 00BEKTAX OKPY)Karo-
IeH CpeIbl HAXOMAT Pa3IMIHbIC SKCTPAKITMOHHBIE CITOCOORI, HAIIPABICHHBIC Ha CEJICK-
THUBHOE U3BJICUEHUE ONPEIETIAEMBbIX KOMIIOHEHTOB U3 CI0KHBIX 110 COCTaBy MaTpHL.
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Msco Pr10a DpyKTHI,
St 10r OBOLIN
6 cM®
A
10 cm® pactBopa 1%-Hoit yKcycHOI | [lepememnBanue
KHCJIOTHI B al{eTOHUTPUIIE " B TEUCHHE 3 MUH

|

Hentpudyruposanue
4000 06./MuH (5 MuH)

A4

41 MgSO, + 1 NaCl

v

6 cM® cynepraranTa; 100 Mr PSA; Hentpudyruposanne
50 mr C18; 150 mr MgSO, 4000 06./MuH (5 MuH)

A4

* Voanumu 2excanosulii o uz npo6

Brmmapusanue
Jocyxa B TOKE a30Ta
nipu t e Gonee 45 °C

3
1 cM” cynepHaraHTa

A\ 4

3
0.5 cM” anierona

Puc. 1. Cxema npobomnoaroroku criocooom QUEChERS mns ompenenenus penprameTpuHa
metonoMm I'X-MC

K HuMm otHOcsTCst TBepaoda3Has SKCTPAKIUS, >KUIKOCTh-KUIKOCTHAS SKCTPAKIIUS,
JIUCTICPCUOHHAS KHIKOCTh-KUAKOCTHASI MUKpOdKcTpakmus [ 17]. Bmecte ¢ atumu crio-
cobamMu B TOCJIETHEE [ecATHIIETHE BCe OOINBIIYI0 TOMYISPHOCTh NpuoOperaeT
QUEChERS-texHo10THS, METOI0IOTHSI KOTOPOW HAaIpaBlieHa HA YCTPaHCHUE BIIMS-
HUSI KOMIIOHEHTOB MaTpHI], pa3esieMbIX Ha Pa3lINuHble KaTETOPHH B 3aBUCHUMOCTH,
HarpuMep, OT KOJIMYEeCTBA KUPOB JHO0 MUTMEHTOB B HccieayeMoin mpoode. Mmero-
IIUECs JIUTepaTyPHbIC JaHHbIC 00 YCICIIIHOM YCTPaHESHUH BIIMSHUS PA3IMIHBIX KOM-
MMOHEHTOB MATPHIL, & TAKKE 0 OBICTPOM M 3PPEKTUBHOM H3BJICUCHHUH JICTbTaMETPHHA
¢ momotpo QUEChERS-Texronornu [18,19] mocayxui 0OCHOBaHHEM IS €€ BBIOOpa U
MpUMEHEHHs Ha CTaIUH TIPOOOTIOATOTOBKH IPU UCCIIEIOBAHNH TTHIIIEBBIX MTPOYKTOB.

JIiis MUHMMU3AIUM MEIAIOIIETO BIMSHUS KOMIIOHEHTOB MaTpHIl OOBEKTOB TOK-
CHKOJIOTHYECKOTO KOHTPOJIS, TPEIBAPUTEIIFHO KOHTAMUHHUPOBAHHBIX JIEITbTAMETPH-
HOM, OBLIT MCCJICZIOBAaH CTaHIapTHBIA HaO0Op copOeHToB, mpuMeHsembiii B QUEChERS-
TexHosioruu U Brarouatoruii: Florisil, PSA u C18. [Ipu 3ToM MeTacHIMKaT MarHus,
00JTaaroIuii BBICOKOH TOISIPHOCTBIO, MPUMEHSITH I OUUCTKH SKCTPAKTOB OT BBICO-
KOIOJISIPHBIX OPraHUYeCKUX KOMIIOHEHTOB, PSA HCIONIBb30BaIN I yOAJICHHS TaKnuX
TIOJIIPHBIX KOMITOHEHTOB, KaK OpPraHUYeCKHe KHCIOTHI, YTIIIEBOIOPOAEI 1 caxapa [20],
a copOEHTOM, COEPIKAIIM MIPUBUTHIE OKTAJICIIMIBHBIC TPYIIIbI, IPOBOIMIA OYUCTKY
OT YKUPHBIX KUCIIOT U JUITOPHUIBHBIX cOeUHEeHUH [21]. DT cOpOCHTHI, KaXKIBII B OT-
JICTIbHOCTH, & TAKXKEe B PA3JIMYHBIX KOMOWHAIMSX M COOTHOIICHHSIX, OBLIH HCIIONB30-
BaHbI 1pH npodonoarororke criocooom QuEChERS (puc. 1).
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Puc. 2. Bmustane cop6enros Florisil, PSA u C18 Ha cTeneHs U3BICUCHUA JeTbTAMETPHHA U3 00-
pas3I0B NHIIEBBIX MPOAYKTOB: @) QPYKTOB U OBOIIEH; 6) PHIOBI; 8) Msca

[IpuBenenHble Ha puc. 2 JaHHBIE CBUACTEILCTBYIOT O TOM, YTO IIPUMEHEHHE COP-
oenra Florisil Ha cTagmm OYMCTKH SKCTpaKTa SBISIETCS HEIENecoOO0pa3HbIM B CBS3H
C HU3KOW CTEIICHBI0 WM3BJICUCHUS JENbTaMETPHHA W3 MPOO HCCIIeAyeMbIX 00pa3IioB
MUIIEBBIX TPOAYKTOB. OJTHAKO €ro coueTaHue ¢ JPYyrMMH COPOCHTaMH TI03BOJISIET T0-
Jy4aTb yJOBJIETBOPUTEIbHbBIC 3HAUCHUS CTEIICHN M3BJICUECHUS IeJIbTAMETPHHA.

[pumeHeHre KOMOMHAIIH COPOEHTOB, COIEPYKAIINX B KAYECTBE MPUBUTOMH TPYIIITHI
IKWIAMHH C IBYMS pasnuuHbiMu amuHorpymmamu (PSA) u ¢ nmpuButeiMu C18-rpyn-
MaMH B COOTHOILEHUH 2 : 1, SBIAETCS ONTUMAIIBHBIM sl 0OecriedeHHsl BBICOKOM M CTa-
OWJIbHOM CTETICHH M3BJICUCHHS aHAITMTA M3 MCCIICIOBAHHBIX HAMU MaTpHI] (pHUC. 2).

Ha xpomarorpamme cranaapTHOro o0Opasiia JienbraMeTpuHa B yciaoBusax ['X-MC
IPU PErUCTPALUH TTOJIHOTO HOHHOT'O TOKA OBLI MOJTyYeH aHAIMTHYECKUI CUTHAI, CO-
OTBETCTBYIOIIMI Macc-CHEKTPY yuc-AeIbTaMeTpUHa, OCHOBHBIE HampaBlICHHUs IHC-
COLIMATHBHOW MOHH3AIMH KOTOPOTO MPEJICTABIICHBI HA pHC. 3.

Macc-cniektp DU comepkut OCHOBHBIE HOHBI (M/z): 505, 253, 208, 181, 172,91, 77
(puc. 3). Tuku npu m/z 253, 255, 251 cBUAETENLCTBYIOT O BhIcBOOOKIeHHH C7HoBI, -
WOHa, TP 3ToM 1K ¢ M/Z 253 (100%) 1 OKpy»KaIOIIMMH €ro BJIBOE MEHBIINMH ITHKaMU
m/z 255 (49%) u m/z 251 (51%) xapaxtepeH it AMOpPOMCOICPKAIIUX COCANHEHUH U
00BACHsAETCS NPUCYTCTBHEM ABYX m3otonos (*Br u "°Br). ITux mpu m/z 251 ceupe-
TENBCTBYeT 00 0Opa3oBaHMH (parMeHTa, COAEPIKAIIEro aBa atoma ' 'Br, COOTBET-
CTBEHHO, CHIHAN M/Z 255 BK/TIOYaeT /Ba aToma * Br. PaccmaTpuBaemas rpymnmna cursa-
JIOB SIBJISIETCS. XapaKTEPHOH OCOOEHHOCTHIO Macc-CIEKTpa JaHHOTO COSAMHEHUSI K MO-
JKET CBUAETEIILCTBOBATD O MPHUCYTCTBUH KAaK CaMOr'o JeJIbTaMETPHHA, TaK U MPOJAYKTOB
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Relative Abundance

297
I 317 344 389 397 425 460 489 505 521
et o

50 100 150 200 250 300 350 400 450 500
mz

Puc. 3. Macc-ciektp DU (70 3B) nenpTamMeTprHa U OCHOBHBIE HAMPABIICHUS TUCCOIIMATUBHOM
HMOHU3AIUU €0 MOJICKYJIbI

€ro NpeBpallieHus, CoIep KaIIMX IBa atoMa Opoma. B pesynbrare orpeiBa C=N-Tpymimb
ot Cy4HioNO", m/z 208 (22%), npoucxoaut obpasopanue nona Cy3HoO" ¢ m/z 181
(69%). IlpucyrctBue curnana m/z 172 (21%) noarBepikgaer Haauuue (parMeHTa
Br,C", o6pa3oBaHHOro npu pasphbise JBOiHOIM cBssu —C=C—.

st mocTpoeHus rpagyupOBOYHON 3aBUCUMOCTH «QHATUTUYECKUM CUTHAN — KOH-
LEHTpauus IebTaMEeTPUHA» U MOCISAYIOIIETro ONpPeNesICHHs ero COACP)KaHUs B HC-
ClIeAyeMbIX O0BEKTaxX HCIIOIb30BaIM Haubojee WHTCHCHBHBIC XapaKTEePUCTHUYHBIC
HOHBI Macc-criektpa OU: m/z 253 (ocHoBHOH WoH), m/Z 181 u m/z 208 (moxaTBep-
XKIAIOIIME HOHBI). DKCICPUMEHTAIBHOE YpPaBHEHHE 3aBUCHUMOCTH IUIOLIAIU IHKa
WOHA ¢ M/Z 253 a.e.M. OT cojepkaHus JenbramerpuHa B auanazone 4—200 mkr/kr
umeer Bua Y = (8121.23 £ 10.12)-x + (31.72 £ 2.43), r* = 0.998 npu n = 10. Berarc-
nernsii [TPO coctasmser 0.90 mxr/kr, a [IKO — 3.00 MKT/KT nenbprameTprHa.

J1J1s OLIEHKY CTENEeH! U3BJICYCHUS JeTbTaMeTPHHA U3 MOJETBHBIX 00pa3IloB pas-
JYHBIX MaTpHIl ¢ mpuMeHeHrneM npodonoarotoBku QUEChERS u mposepku cxonu-
MOCTH U BOCHPOM3BOJUMOCTH MOJYYEHHBIX PE3yJIbTaTOB HCIOIB30BAIM CIOCOO «BBE-
JIeHO — HaiaeHo» (Tabm. 1).

OKCTpakTbl MaTpHIl, MONy4YeHHble C mpuMeHeHueM Tnpouenypsl QuEChERS,
MPEABAPUTEIBHO UCCIIEIOBAIH C LENbI0 OOHAPYKEHHS B HUX KaKUX-TMOO0 MECTUIINIOB
W3 KJ1acca CHHTETUYECKUX MUPETPOUNIOB. [Ipr HX OTCYTCTBUM /ISl YCTAHOBJICHUS BIIUSI-
HUSL MaTpuaHOTO 3 (eKTa Ha onpe/eNieHre eTbTaMeTpUHa B OKCTPAKThl MaTPHIl BHO-
CHJIM aHAJIMTUYECKUH CTAaHIAPT Pa3IMYHON KOHIIEHTPALHH.

W3 Tabn. 1 BUAHO, YTO MOJIHOTA U3BIICUEHUS JIeIbTAMETPUHA U3 aHATU3UPYEMBIX
MaTpUI] HaXOauTCs B uHTEpBasie 85-92%, 4TO OTBEUaeT TPEOOBAHUSIM HOPMATHBHBIX
JOKYMEHTOB.

Pe3ynbTaThl poBeIEHHON BaMMOaUA pa3pabOTaHHOTO CIOCO0a OMpeCIICHUS
JeabTaMeTpUHA B TTHIIEBOH npoaykmuu MetogoM ['X-MC npencraBieHs! B Ta0. 2.

Paszpaborannsiii Meton ['X-MC-onpenenenust AeibTaMeTpHHA C MCHOJIB30BAHUEM
npobonoaroroBku criocooom QUEChERS npumensiti nipu aHamse 00pasiioB MUIIEBOM
MPOJIYKITHH, TIOCTYIABIINX HA UCCIIEJIOBAHNUE, C IIEITHIO BHISBIICHHS B HUX OCTaTOYHBIX
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Tabx. 1

Pe3ynbTaThl OmpeaeNeHUs] MONHOTHl MU3BICUCHHUS JCTbTAMETPUHA M3 MOJEIBHBIX 00pa3loB
pasznauusbx MaTpul (N =7, P = 0.95)

Bgeneno, Haiineno, Cpennee 3Hauenue | JloBepurenbHBIN HHTEPBAT Sy
MKT/KT (c £ 8), MKI/KT onpenenenus, % cpenHero pesyabrara, %
4.00 3.51+£0.15 87.9 +4.34 0.04
6.00 5.37+0.25 89.8 +4.61 0.04
30.00 27.10 + 1.50 90.5 +5.61 0.05
90.00 83.10+2.10 92.4 +2.54 0.02
100.00 85.00 +9.00 85.1 +11.53 0.05
Tabmx. 2
BanmmnarmonHsle XapakTepUCTHKH crioco0a onpeeneHns AeabraMeTpuHa MetogoM ' X-MC
JloGaBrieHHOE KOJIMYECTBO IeNbTaMETPHHA,
XapaKTepuCTHKa METOTUKI MKI/KT
4.00 10.00 20.00 200.00
CpenHee U3MEpPEHHOE COAepIKaHNE, MKI/KT 3.81 8.30 9.10 190.00
CymMapHas CTaHIapTHast HEOpeIesieH- 0.82 1.70 250 26.00
HOCTb U3MEPEHHUsI, MKI/KT'
OTHOCHTEIbHAS pacmnpeHH_aﬂ Heormpe/e- 16.4 13.6 101 25
JeHHOCTh M3Mepenust, % (K = 2)
Yucno u3mMepeHuit 8 8 8 8
Tabn. 3

Pesynbratel [ X-MC-onpeeneHnst OCTATOYHBIX KOJHYECTB JeIbTaMeTpUHA B Mpodax mulie-
BOTO CHIPbSI U MPOAOBOIBCTBEHHO# mpoaykuuu (N = 6, P = 0.95)

OO0BEKT Haiineno, MaxkcuManbHO AOMYCTUMBIN
WCCIIeTIOBAHUS (c £ 8), MKI/KT ypoBeHb [22], MKI/KT
[leuens cBuHas menee [TIKO 50
[leueHb TOBSIKBS menee [TIKO 50
Peunas prida 7.53 +0.07 —
Mopckas peida menee [1KO —
I'pyma HEe 00HaPYKEHO 200
JlpIHs 33.10 £ 0.60 200
Sbnoko meHee [TIKO 200
Bunorpan 9.30+0.30 200
Mannapux 9.14+0.03 200
Tomar 84.10 = 0.50 300
T'opox 11.30+0.90 1000
Kykypy3a 4.63 +0.06 10
MopkoBb 41.20+0.40 100
Bpoxkomu 5.31 +£0.90 100
JIyk permgatslii 8.82+£0.60 50

KOJINYECTB MHCEKTUIMAA. [IprMephl MpOBEACHHBIX MCCICAOBAHUN MPEICTABICHB! B
Tabm. 3. Criexyer OTMETUTD, YTO TPAHCIOKAIWS JAEIbTaAMETPHHA B PACTCHUSAX OrpaHH-
YeHa, TaK KaK JaHHBIH MECTUIM] He SBJSIETCS CUCTEMHBIM. B CBS3M ¢ 3TUM QPYKTHI
Y OBOIIM IIEpe MPOBEICHUEM aHaIN3a OYUCTKE HE OABEPTaIHCh.
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W3 naHHBIX, NPEICTaBICHHBIX BBIIE, BUAHO, YTO JEIbTAMETPUH ObUT OOHApYKEH
B 67% cny4aeB. OZHAKO MPU TOM €ro KOHIIEHTpALHUs BO BCEX HCCIIEAOBAHHBIX 00-
pa3nax Oblja HU)KE MAKCHMAJIbHO AOILYCTHMOTO YPOBHSI.

Takum 00pa3zoM, pa3pa0b0oTaH CHOCO0 KOJMYECTBEHHOTO OMPECIICHUS JCIbTaMeT-
puna B auanazone 4-200 MKI/KT B MUILEBON NpoAyKuuu ¢ npuMmeHenuem ['X-MC.
Hcnonp3oBanue MpeaBapuTeILHON MoaroToBku mpod mo texHomormu QuEChERS
W PErUCTpalysl CEJICKTHBHBIX HOHOB Macc-criekTpa OV, B KauyecTBe KOTOPBHIX BHIOPAHBI
m/z 253 (ocHOBHOII MOH), a Takxke M/z 181, 172 (OATBEpIKAAIOIINE UOHBI), TIO3BOTHIH
nocTrudb npenena ooHapyxenns 0.90 MKT/KT 1enpTaMeTpuHa.

BnaromapHocTH. ABTOPCKUI KOJUIGKTHB BhIpa)kaeT OiaromapHocTh McmbiTa-
tenpHOMY LeHTpy PI'BHY «®enepanbhblii LIeHTp TOKCHMKONOTMYECKOM, pajanaliu-
OHHOI u Ouosorndeckoi Oe3onacHoctu («®LTPB-BHMBWY) 3a npenocrapieHHOe
aHaMTH4YecKoe 000pyI0BaHHE.
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Abstract

The article presents the results of the determination of the synthetic pyrethroid deltamethrin in raw
food and various food products by gas chromatography with mass spectrometric detection (GC-MS).
The stage of GC-MS determination is preceded by sample preparation using the QUEChERS method.

The developed method for quantitative determination of deltamethrin by GC-MS with electron
ionization (El, 70 eV) in food products using QUEChERS is characterized by a detection limit of 0.9 pg/kg
deltamethrin and a standard deviation not exceeding 5%.



XPOMATO-MACC-CITEKTPOMETPUYECKOE OITPEJJEJIEHUE... 579

The GC-MS quantitative determination of ultra-low deltamethrin content in food was performed

in selected ion mode (SIM/SIR mode). The selected ions were m/z 253 (main ion) and m/z 208, 181
(confirming ions), respectively.

Keywords: toxicological control of food, organic pollutants, deltamethrin, gas chromatography—

mass spectrometry, QUEChERS
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Figure Captions

Fig. 1. Scheme of sample preparation using the QUEChERS method for determining deltamethrin

by GC-MS.

Fig. 2. Influence of the sorbents Florisil, PSA, and C18 on the degree of extraction of deltamethrin from

food samples: a) fruits and vegetables; b) fish; ¢) meat.

Fig. 3. EI mass spectrum (70 eV) of deltamethrin and main directions of dissociative ionization of its

10.

11.

12.

molecule.
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