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Besedenue. 3epHo cocmagasiem 6ajcHylo 4acme 6 NUMAHUU 4eA08eKA U 8 HACMOsAWee 8PeMs NPUHAONeICUM K NPOOYKMAM, 6 O0NbUOM
00BéMe nPoU3B00UMbBIM U NOMPEOASEMbIM 80 8CEM MuUpe. 3epPHOBble KYAbMYPbl 8030eAbl8aAION ¢ NPUMEHEHUEeM Uen020 PA0a XUMUHECKUX
cpedcma 3auumol pacmeHuil (eepouyi0os, UHCEKMUYUO08, PyHeUUUA08, pecyaamopos pocma,). B amoii cés3u ananus ocmamouHbixX KoAu-
uecme necmuyudo8, 6KAUAs ONMUMUZAUUIO, Pa36Umue Memooos U npoepamm MOHUMOPUHea, npuodpemaem 0cooyo 86aNCHOCMb.

Ileaws pabomor cocmosina 6 cO30aHUU MHOZOKOMNOHEHNHO20 Memooa onpedeneHus: OCMamoUHsiX KOAU4eCme eCmuyu0o8 pasautHbIx Xu-
MUHECKUX KAACCO8 U UX Memadoaumos 6 3epHe X1eOHbIX 31aK08.

Mamepuaa u memoosi. Hoenmugukauuio u KoauvecmeenHoe onpedeseHue 0elcmaylouux eujecme necmuyudos pasiuHux KAaccos
(HeoHUKOmMuUHOUObL, MPUA3Z0ALL, UMUOA301bL, NUPemMPOUdsl, GocghopopearuuecKue coeOuHerus, cmpooUuryputsl u 0p.) Npu coemecm-
HOM NPUCYMCMEUL 8bINOAHSAU MEMOOAMU, OCHOBAHHbIMU HA NPUMEHEHUU JHCUOKOCMHOU U 2a304CUOKOCMHOL XpomMamozpaguu ¢ macc-
cnexmpomempuyeckum demekmuposanuem (BOXKX-MC/MC u IKX-MC). B kauecmee memoda npo6ono02omogku Ucnoab3o8ana
mexHonoeuss QuEChERS, ocHosanHas Ha 3KCMpakyuu necmuyuoos opeaHu4ecKum pacmeopumenem U3z 20Mo2eHU3Upo8aHHo2o oopasua
3epHa 6 NPUCYmMcmeuu coneil, cooepicaujux yumpammuslii 6ygep, u ouucmge SKCMPAKmMos Om NOAAPHbIX coeOUHeHUll OUCNePCUOHHOU
meepdoghazHoll sxcmpakyueil.

Pesyavmamot. Coz0anHblii MHO2OKOMNOHEHMHbLU Memood onpedeneHus OCmamouHsiX KOAUHECE NeCMUyU008 Pasnu4HbIX XUMUHECKUX
KAaccos u ux memaboaumos (6ceeo 40 HaumeHo8anuil) 6 3epHe X1e0HbIX 31AK08 UCNOAb308AH 045 KOHMPOAS YPOBHEI UCCAe008AHHbIX KCe-
HOOUOMUKO08 6 00pA3UAX 3ePHA NUIEHUbL, SUMEHS U KYKYPY3bl, NPOU36E0EHHbIX 6 pazauuHbix pecuonax Poccuiickoit @edepayuu (Mockos-
ckas, Jlenunepadckas, Opaosckas, Omckas, Boponexcckas, Pazanckas, Pocmosckas, Boaeoepadckas obaacmu, Kpacnodapekuil kpait),
a makice 6 3epHe puca (cmpana npoucxoxcoenus Bvemmnam), npuobpeménnoeo na nompedumensckom poiike. Moenmuguyuposaniovie
VPOBHU 0MOenbHbIX 0eliCMBYOUUX Geujecme OblalU CYUECmMBEeHHO HUMce YCMaHo8AeHHbIX geaudun MILY.

3akarouenue. Paspabomannoiii memood Hanpasaer Ha Memoouyeckoe obecneveHue KOHMpPOs 6€30NACHOCIU NUWEE0U NPOOYKUUU.

Kawueesve caoea: necmuyuds; memod QuEChERS; eazoxncudkocmuas xpomamoepagus; Macc-ceneKkmusHblil
demekmop; 6bICOK0IPPeKMUBHAs HCUOKOCIMHAS XPOMAMO2papust; MaAcc-CReKmMpomMemputeckKuil 0emeKmop ¢ mpoiHbiM
K8aopynoaem; 3epHo X1e0HbIX 31aK06.
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Introduction. Cereal grain is an important part of the human daily diet and belongs to a large number of food items produced and consumed
throughout the world. Cereals are cultivated using a long list of chemical plant protection products (herbicides, insecticides, fungicides,

growth regulators). In this connection, the analysis of pesticide residues, including optimization, development of monitoring methods, and
programs, is of particular importance.

Purpose of the work. To create a multicomponent method for determining residual amounts of pesticides of various chemical classes and their
metabolites in cereals.

Material and methods. The identification and quantitative determination of the active substances of pesticides of various classes (neonicoti-

noids, triazoles, imidazoles, pyrethroids, organophosphorus compounds, strobilurins, etc.) in the joint presence were performed by methods
based on the use of liquid and gas-liquid chromatography with mass spectrometric detection. The QuEChERS technology was used as a
sample preparation method, based on the extraction of pesticides with an organic solvent from a homogenized grain sample in the presence of
salts containing citrate buffer and purification of the extracts from polar compounds by solid-state dispersion extraction.
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Results. The developed multicomponent method for determining the residual amounts of pesticides of various chemical classes and
their metabolites (40 items in total) in cereals was used to control the levels of xenobiotics studied in wheat, barley and corn samples
produced in various regions of the Russian Federation (Moscow, Leningrad, Orel, Omsk, Voronezh, Ryazan, Rostov, Volgograd regions,
Krasnodar Area), as well as in rice grain (the country of origin is the Socialist Republic of Vietnam) purchased using a consumer buy-
ing process. The identified levels of individual active substances were significantly lower than the established values of the maximum
allowable level.

Conclusion. The developed method is aimed at methodological support of food safety control.

Keywords: pesticides; the QuEChERS method; gas-liquid chromatography,; mass-selective detector; high-perfor-
mance liquid chromatography; triple quadrupole mass spectrometric detector; cereal grain.
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Bsenenmne

3epHOBBIC OTHOCATCS K PSIIY MPOAYKTOB, MMEIOIINX 3HAYN-
TeJIbHOE TIPOM3BOACTBO M TMOTpeOIeHHE BO BCEM MMpE BCIIEHI-
CTBHE UCKJIIOUUTEIbHON BAXKHOCTH B MMUTAHUM, OOYCIIOBICHHOM
MX pOJIbI0 KaK MCTOYHMKA DHEPTUM, BBICOKMM COACpKaHUEM
3CCEHIUATbHBIX XUPOB, KUCJIOT, MUTATEIbHBIX OETKOB U KJIET-
YaTKM, MOCTaBIIMKA BaXKHBIX MUHEPAJIOB, BUTAMUHOB U IPYTUX
MUKPOHYTPUEHTOB, HEOOXOAUMBIX JIJI1 HOPMaJbHOTO (hYHKIIMO-
HUPOBAHMUS OpraHu3ma.

B Poccniickoit ®enepauyu, uWMEIOLMIEH 3HAYUTETBHBIA
arpapHblii CEKTOpP, YPOBEHb IMPOU3BOJICTBA 3€PHA HE TOJIbKO OKa-
3bIBAaCT BJIMUSIHAE HA 9KOHOMMKY TOCYIapCcTBa, HO U SIBJISIETCS OC-
HOBOI ero mpoaoBOJIbCTBEHHOI Oe3ornacHocTh. OCHOBHbIE Ha-
TpaBJIeHUs TOCYTapCTBEHHOU TOJUTUKU B chepe obecrnedeHust
MPOIOBOJLCTBEHHOU Oe3omacHocT Poccuiickoit MDenepaunu,
orpenenéHHble B JIOKTprHE MpOoa0BOJILCTBEHHOM 0€30MacHOCTU
Poccuiickoit denepanyn, BKITIOYAIOT KOHTPOJb COOTBETCTBUS
MUIIEBOM TIPOAYKIMKM TPeOOBaHUSIM 3aKOHOIATe bCTBa EBpa-
3UICKOTO 9KOHOMUYECKOTO COI03a 0 TEXHUUECKOM PETYIMPOBa-
HUU, MPONOKEHUE TapMOHU3ALUM MEXIyHAapOIHBIX TpeOOoBa-
HUI, XapaKTepUCTUK W MapaMeTpOB KavyecTBa M OE30MacHOCTH
MUIIEBOM MPOAYKIIMM HAa OCHOBE (PYHIAMEHTAJIbHBIX MCCIIEI0-
BaHUI B 00JIACTM TUTHMEHBI M HAyKU O MUTAHUU, OOecTieueHue
COBEpILEHCTBOBaHUS JIAOOPATOPHOIL 6a3bl, METOAOJOTMYECKUX U
METOIMYECKHUX MOAXOA0B, TEXHOJIOTUI, 000pYIOBaHUS ISl TTPO-
BEIEHUST DKCIIEPTU3 U HAyYHO-UCCIeI0BaTeIbCKUX paboT B OT-
HOILIEHUH CETbCKOXO3SMCTBEHHOM MPOAYKIIMHN' .

Bosblias moTpedOHOCTH B 3epHE, TaK ke Kak M B MPOIYKTax
€ro nepepadboOTKU I MUTAHUSI HACEJIeHUsI BCETO MUpa, TpeOyeT
3HAYUTEJIbHBIX YCUJIWM JIJIs1 TOBBILLIEHUSI 00bEMOB ITPOU3BOJICTBA,
0COOEHHO BaxKHasi poJib B KOTOPOM OTBOAMTCS nectuuuaaM. Co-
BpeMEHHasl TEXHOJIOTUSI BbIpalllMBaHUSI 36pPHOBBIX KYJIBTYp 0a-
3UpyeTCcsl HA 000CHOBAHHOM cUCTeMe 3alIUThl OT BPEIHbIX Opra-
HU3MOB, HEBO3MOXHOU 0e3 MpUMEHEHUS] XUMUUECKUX CPEICTB
3alUThl PACTEHUI, KOTOPBIE SIBJISIIOTCSI HEOTHEMJIEMON YacThIO
TEXHOJIOTUIA BO3IEIBIBAHUS CEJIbCKOXO3SIICTBEHHBIX KYJIBTYP BO
BcEM mupe [1-3].

! JlokTprHa TIPOIOBOILCTBEHHOM Ge3omacHocTu Poccuiickoit Meme-
paru (yB. YKazom [Ipesunenrta PD ot 21 stuBapst 2020 1. Ne 20).

OTmMmeuaeTcsi, 4TO Jaxe B clydyae INPUMEHEHMs] TEeCTHIIU-
OB B COOTBETCTBUM C IpaBuiamMu Hamiexarieil ceiabcKoXo-
3stiicTBeHHOM MpakTuku (GAP) B 3¢pHOBBIX MOTYT BBISIBISITHCS
OCTAaTOYHBIE KOJTMYECTBA MTECTUIINIOB, UTO SIBJISIETCS] TIPUIUHOMN
BO3MOXHOTO WX MOSIBJIIEHUSI B TIPOAYKTaX IMepepabOTKU CeTbCKO-
XO3SCTBEHHOW MPOAyKINHU [4—6].

Karanor mectuimmoB, pa3peni€éHHBIX K TPUMEHEHUIO Ha
tepputopun Poccuiickoit @enepaunu [7], Bkiodaer 6onee 800
MpenapaToB, Pa3pelIéHHBIX K MPUMEHEHUIO Ha 36PHOBBIX KyJTh-
typax. CornacHo I'H 1.2.3539-2018%, MakcHMaIbHO TOMyCTUMbIE
YPOBHU NEHCTBYIOIINX BEIIECTB MECTUIMAOB B 3epHE XJIEOHBIX
3JIaKOB YCTaHOBJICHBI 1Sl 0ojiee 170 HAaMMEHOBAHWI aKTUBHBIX
UHTPEIUEHTOB.

Pa3Hoe (pu3uko-xuMuyeckoe noBeaeHue NeCTULUAOB, HU3-
KY€ KOHUEHTPaLUM AJIs1 UIEHTU(DUKALIMY AeTal0T UX OCOOEHHO
TPYIOEMKUMHU JISI MOHUTOPUHTA OCTATOYHBIX KOJIMYECTB, YTO
000CHOBBIBAET MOTPEOHOCTh B MOCTOSIHHOM Pa3BUTUU METOJOB,
CO3JaHUU BBICOKOUYBCTBUTEJIbHBIX, CEJIEKTUBHBIX TEXHOJOIHUIA,
MO3BOJISIIOUIMX WAEHTU(MULMPOBATH BELIECTBA Ha YPOBHE yCTa-
HOBJICHHBIX BeJuuuH MJ1Y.

Paznmmunbie Tpoleaypbl MPOOGOTIOATOTOBKM  IPEIIOKESHBI
BCJIEICTBUE TMPOKOTO Pa3HOOOPa3Us UCIIOIb3YeMbIX TIECTULIM-
ITOB U TIPUCYIIEN CIOKHOCTA MaTtpullbl. [1py 3TOM oT™MevaeTcs,
YTO MeIlalolee BIUSHUE B aHATTN3€ MOXET 0OKa3bIBaTh IOCTATOU -
HO BBICOKOE COJlepKaHUe JINTTUIOB B OTAETBHBIX 00pa3iiax 3epHa
[8—13].

B mocnenHee Bpemsi WHTEHCUBHO pPa3BUBAETCSI METOI
QuEChERS («ObICTpBIii, NTETKMIA, DIIEBBIN, HAOEXKHBIN 1 06e3-
OTACHBII») KaK 3aCTyXXUBAIOIINI BHUMAHUS TSI OTIPENIEICHUST
OCTAaTOYHBIX KOJMYECTB MECTULIMIOB B Pa3HOOOPA3HBIX MaTpU-
nax. M3BectHo, uro metoa QUEChERS 6bi1 npenoxen B 2003 r.
[14] nnst ompenefeHUsT OCTATOUYHBIX KOJIWMYECTB TNMECTULMUIOB B
MPOIYKTaX, He COAEPXKAIIUX KUP, B YACTHOCTU (PPyKTaxX U OBO-
max. MeToJ, OCHOBaHHBIN HAa MCXOAHOM DKCTPAKLIMU alleTOHU-
TPWJIOM U MOCJEyIOolIel CTYNeHN OYMCTKU C UCIOJIb30BaHUEM
IHUCTIEPCUOHHOM TBeprodasHoii akcrpakumn (TMDD), cHukaer

2 [UrMeHn4YeCKrue HOPMATUBEI COMEPKAHMSI TIECTULUIOB B OOBEKTAX
oKkpyxkatonieit cpeasbl (nepedennb): 'H 1.2.3539-18: YTB. nocraHoBIeHU-
eM [J1aBHOTrO rocyapcTBEHHOTO caHuTapHoro Bpauya Poccuiickoit dene-
paunu Ne 33 or 01.05.2018 1.
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00BEMBI 00pA3LIOB U PACTBOPUTENIEH MO CPAaBHEHUIO C TPALULIM-
OHHBIMU CITOCOOAMM, OCHOBAHHBIMU Ha TMepepacnpeneieHuu ¢
JKUIKOCTBIO, SIBJISIETCST TIPOCTHIM, OBICTPBIM Y MEHEE TOPOTUM.

MHOTOKOMITOHEHTHBIE TTOAXONbI K OIPENeIEHUIO OCTaTOU-
HBIX KOJIMYECTB LIEJIOTO psifa TMECTUIUIOB Pa3IMIHON XUMM-
YECKOW IMPUPOIBI, OCHOBAaHHBIE Ha TPUMEHEHUW TaHIEMHOM
SKUIKOCTHOMU ¥ Ta30BOI MacC-CITIEKTPOMETPUY B COYETAHUU C CO-
BPEMEHHON TEXHOJIOTHEN TIPOOOTTONTOTOBKY 00pa3IloB, YCIEeI-
HO peajm30BaHbl B psiie 0UIMATBEHBIX METOIOB OTIPEeNeTeHUS
OCTAaTOYHBIX KOJIMYECTB TECTUIMAOB, Bomremmux B WHboOp-
MannoHHbN doHa Poccuiickoit @enepanu 1mo odecrnedeHuIo
eIMHCTBAa U3MEpeHH, pa3MenIeéHHbI Ha caiite dDenepanbHOTO
areHTCTBa M0 TEXHUYECKOMY DPEryJMpOBAaHUIO U METPOJIOTUM B
pasnene ®I'UC «<APILLIMH».

Cy11ecTByeT BO3MOXHOCTb €r0 UCTOIb30BAHUS IJIsI aHAU-
3a 3epHa U MPOAYKTOB MEPepadbOTKU, ONHAKO OMYyOIMKOBAHHBIX
paboT B JaHHOI 00J1acTh OTHOCUTENbHO Majio [10, 11, 15-21] o
CPaBHEHUIO C YUCJIOM UCCIETOBAHUI B APYTUX MaTPULIAX.

Lenb uccnenoBaHust — co31aHe MHOTOKOMITOHEHTHOTO Me-
TOJIA OTPENENIEHUSI OCTATOYHBIX KOJUYECTB MECTULIMIOB PA3INY-
HBIX XUMUYECKUX KJIACCOB (MX MeTabOJUTOB) B 3epHE XJICOHBIX
351akoB ¢ ucronb3oBaHueM TAD (texHosnorust QUEChERS) ¢
rocJieayolell naeHTuduKaIuein MeTonaM, OCHOBAaHHBIMU Ha
MPUMEHEHWH KUIKOCTHON UM Ta30KUIKOCTHOUN XpoMarorpadun
C Macc-CIIeKTpoMeTpuieckuM aetektrupoBaHueM (BOXKX-MC/
MC u ’XKX-MC).

Matepuaa U MeTObl

Peaxkmuevt. OOpa3iupl aHAIUTUYECKUX CTAHIAPTOB C YM-
croToii Gosiee 95% ToydyeHBl W3 PA3TUIHBIX MCTOYHUKOB
(Dr. Ehrenstorfer, I'epmanust; Sigma-Aldrich, Bayer, I'epmanus;
Cheminova, lanust). UHauBUayaibHbIe UCXOIHbIE CTAHIAPTHBIE
pacTBOphI ¢ KoHIeHTpalmeir 100 MKT/MJI TIpUTOTOBJIEHBI B Me-
taHoJie (J.T. Baker, CIIIA). I[TocienoBatebHBIM pa3daBlIeHUEM
metaHojoMm win anetoHoM (Fisher Scientific UK, CIILA) momy-
YeHBbI paboure PacTBOPHI TSI KATMOPOBKM B AMATIa30HE KOHIIEH-
tpaumit 0,0025—0,5 MKT/MJ (B 3aBUCMMOCTH OT JICHCTBYIOIIETO
BellecTBa). Bee cranmapTHbie 00pasiibl U MCXOAHBIE PACTBOPHI
XpaHWIM TIpy TeMmnepartype Hike —18 °C, paboune pacTBOPbI —
npu Temrepatype 2—6 °C.

[Ipo6onoaroToBka BHITIOJHEHA C UCTIOJIb30BAHUEM alleTOHU -
Tpwia s BO2XKX, yucrora He MeHee 99,9%, MypaBbUHOI KUC-
J0ThI, 99,7%, YKCYCHOI KHCJIOTBI JISASTHOM, BOABI st BOXKX-
MC (Panreac, Mcnanus); 3KCTpaKLIMOHHBIX HabopoB VetexQ
JUTSI aHaJIM3a OCTaTOYHBIX KOJIMYECTB MECTULMAOB M3 00pa3lioB
GpyKTOB M OBOIIEH, COmEpPXKaIIUX KUPHI, MapaduHbl 1 3E€pHa,
KOMOUKOPMOB TIpM KOHTpoJIe TIpoaykToB nutanus (Kommanus
WHTtepnad), BKiIOYalOMX HaboOp cosieit misg sKcTpakuuu (4 r
cyiabdaTta MarHus 6e3BogHOrO, 1 r xjgopuna HaTpus, 1 T UTpa-
ta Hatpus, 0,5 T HATPUST JIMMOHHOKWUCIIOTO JIBy3aMeIEHHOTO,
1,5-BOIHOrO), NUCHEPCUOHHBIN HAOOp MJI OYMCTKU 3KCTpaK-
TOB Ha OCHOBe MepBUYHO-BTOpu4HOro amuHa (I1BA), marHus
CEpPHOKUCIIOTO U TBepmoha3HOTo copOeHTa Ha OCHOBE OKTale-
IWICWIAHA, TIOJUIPOIWJIEHOBBIE TPOOUPKUA BMECTUMOCTHIO
50 u 15 M1, a TakKe KepaMUYecKre TOMOTEeHM3AaTOPbI; (DYIIBTPHI
MeMOpaHHBIe KarmpoHoBbIe (0,22 MKM) ISt (PUIBTpALIMU MTPOO C
TTOMOIIIBIO HITPULIA.

OO6paslibl 3epHa MIIeHUIII, suMeHs (12 00pa31oB), KyKypy-
3bI (8 00pa3LoB), puca (8 006pas3ioB) ObUIM MPUOOPETEHBI HA 0=
TpeOUTEIbCKOM pbIHKE (T. MOCKBa).

Iloozomoexa obpasuoe. I1poGONIOATOTOBKY 00pa310B BbIMOJ-
Hsun 1o TexHosiorun QUEChERS, ocHoBaHHOI Ha KCTpakKUUU
MEeCTULIUAOB OPraHUYECKUM PACTBOPUTENIEM U3 TOMOT€HU3UPO-
BaHHOI MPOObI aHATM3UPYEMOT0o 0Opasiia B IPUCYTCTBUM COJIEH,

3 DenepabHOE areHTCTBE IO TEXHUYECKOMY PETYJIMPOBAHUIO U Me-
Tposiornn, PIUC «<APIIIMH «DenepanbHblii MHGOPMaLMOHHBINA (DOHL
10 00ECTeYEeHHU IO eIMHCTBA M3MEPEHU. ATTECTOBAHHbBIE METOIUKH (Me-
Tozbl) M3MepeHuit». (https://fgis.gost.ru/fundmetrology/registry/16)

OYMCTKE 3KCTpakToB TADD, nMpu HEOOGXOMUMOCTH KOHIIEHTPUPO-
BaHUU PKCTPAKTa Mepe] aHATU30M.

OO6pa3sibl 3epHa MPEIBapUTEIEHO M3METbYaln C ITOMOIIBIO
kyTrTepa Robot Coup 10 (PpaHIys) ¢ IpuMEeHEHUEM CYXOTo JibIa
U XpaHuIu nipu temneparype Huxe —18 °C no aHaniuza.

[Tpouenypa rmpoOOIoAroToBKM: 5 T odpasia u3MeIb4EHHOTO
3epHa MTOMEINIATN B TIOJUTIPOIIMIIEHOBYIO TIEHTPU(DYXKHYIO TIPO-
oupky Ha 50 mu, BHocwiIu 10 MJT J€MOHU3UPOBAHHON BOIBI,
aKcTparupoBaiu 10 M alleTOHUTpUIA B TPUCYTCTBUU COJICH
IJIST 9KCTPAaKLIMM Ha OCHOBE ILIUTpaTHOTO Oydepa, THIATETBHO
MepeMeIIBaAIA C TTOMOIIBI0 KepaMUYECKOT0 TOMOTEHM3aTopa,
BHOCWJIM CMECh COJIeH TSI 9KCTPaKIUM, BCTPSIXUBAIU CMECh
BPYYHYIO B TeueHHe 1 MUH. 3aTeM cMeCh LICHTpU(YTUPOBAIN B
TeyeHue 5 MuH co ckopocThio 4000 06./MuH. [Topuo BepxHero
cinost (~ 6 MJ1) IEPEHOCWIN B LEHTPUDYKHYIO MOTUIIPOITUICHO-
BYIO TPOOMPKY Ha 15 Mu1, comepxKaliylo COpOEHTbI, 11 OUMCTKHU
aKcTpakTa. CMech BCTpSIXMBaJIU BpYYHYIO 1 MUH, 3aTeM LIEHTPU-
(yruposanu 5 MuH npu ckopoctu 4000 06./MUH 111 pazaeaeHus
TBEPIOM U KUAKOM (a3.

Ouenka noanomot uzeaevenus. [101HOTa U3BJICUEHUS OLICHU-
Bajach Ha 4 KOHIIEHTPAIIMOHHBIX YPOBHSIX B 5 MOBTOPHOCTSIX, C
HCTOJb30BaHUEM O0pPa3lioB U3MEJbYEHHOTIO 3epHa Maccoil S5 T,
B KOTOpbIe BHOCWJIM OTpeNe€HHbIe KOJUYeCTBAa aHAJIUTUIC-
CKUX CTaHIAPTOB (B BUIE PACTBOPOB B allETOHE WJIM METaHOJIE).
K npouenype skcTpakiuu npuctynaiu crycts ~ 30 MUH 1ioce
BHECEHWUSI, [UTSI TOTO YTOOBI 1aTh BOBMOXHOCTD TIECTUITUIAM a0-
COpPOMPOBATLCS B MATPUILY.

Yeaosua uzmepenuii. inentudukauuio U KoJIMYECTBEHHOE
oIpenecHUe MCCIACIYEMBIX BEIIECTB BBITIOTHSIIM METOIAMU
BBICOKO3((EKTUBHOM XKMIKOCTHON Xpomartorpadpun (BD2KX)
Ha oOpaméHHOi (aze ¢ TPOWHBIM KBaAPYIOJIbHBIM Macc-
JIETEKTOPOM B PEKMME MOHUTOPMHIA MHOXECTBEHHBIX PeaKIInii
(MPM), a takke KanmuJUIIPHO# Ta30KMIKOCTHOM XpoMarorpa-
bun (I'’XKX) ¢ Macc-ceeKTUBHBIM IETEKTOPOM B PEXUME MOHHU-
TOPUHTa BIOPaHHBIX HOHOB (SIM).

Hcnonb3oBaH razoblii xpoMmarorpad Agilent 7890B, coenu-
HEHHBIN C Macc-celeKTUBHbIM AeTekTopoM Agilent 5975. Ka-
nuuisipHast kononka HP-5ms mmnoii 30 M, BHYyTpeHHUM aMa-
MetpoM 0,25 MM, ToamuHa ri€éHku copoeHTa 0,25 Mkm (Agilent
Technologies), ncrnoyib3oBaHa IJjist pa3aejaeHus MPU CASAYIOIIUX
YCJIOBUSIX TIPOTpaMMUpoBaHus Temiepatypbl: 90 °C, BbImepxkKa
2 MMH, HarpeB co ckopocThio 10° B MuHyTy 10 185 °C, BhlIepkKKa
2 MUH, HarpeB co CKOpocThio 2° B MUHYTY 110 200 °C, BbIIEpXkKKa
4 MUH, HarpeB co CKOPOCThIO 5° B MUHYTY 10 250 °C, BblAepKKa
11 MuH, HarpeB co ckopocThio 20° B MunHyTy 10 270 °C, BBIICPK-
Ka 5 muH. B xpomarorpad BBomuiau 1 MKII ITpoObl 6e3 aeIeHus
MOTOKA.

B xauecTBe raza-HocuTelNs MCIOJB30BaH TeIUii ¢ TIporpaM-
MMPYEMbIM TTOTOKOM B KOJOHKe: 1 MiI/MuH — ¢ 1-it mo 20-10
MuHyTY; 0,8 Ma/mMuH — ¢ 20-i1 mo 30-10 MuHyTY; 1 MJI/MHH — C
30-ii mo 37-10 muHyty; 1,8 Mia/MuH — ¢ 37-ii 110 52-10 MUHYTY.
XpoMaro-Macc-CneKTPOMETPUIO OCYILECTBISIA B PEXUME HO-
HM3allMU 3JEKTPOHHBIM yaapoM (3Heprus 3JeKTpoHoB 70 3B)
MpU TeMIlepaType MOHHOTO ucTouHuka — 230 °C, KBaapymnost —
150 °C, nepexonHoii kamepnl — 280 °C. CO0p AJaHHBIX OCYILECT-
BJISUIU C 8-1 10 52-11 MUHYTBI.

CucreMa TaHOEMHOW >KMIKOCTHOM Macc-CHEeKTPOMETPUU
MpejicTaBlieHa XUAKOCTHbIM Xpomarorpadom Agilent Infinity
1290 ¢ macc-cnekTpomeTpruueckum aetektopoMm Triple Quad
6460, VMCTOYHMK WOHU3ALMKU — 3JIEKTPOCTATUYECKOE PACIThI-
JgeHue (aaekTpocrnpeii). PerucrpupoBain godyepHUE TTOTOXKU-
TEJIbHBIE UOHBI TTOC/Ie pa3pylIeHUs] MaTePUHCKUX NOHOB (peru-
CTpalus «Iepexoia») B pesKMMe MOHUTOPUHTAa MHOKECTBEHHBIX
peaKIuii.

Ckopoctb ckanupoBanus: 200 Mc, maBjecHWE Ha PaCHbLIN-
tene: 35 psi, cKopocTh ocymraromiero rasza 1 (asor): 10 j/mMuH,
TeMreparypa rasa 1: 250 °C, ckopoctb raza 2 (a3or): 11 i1/MuH,
teMrneparypa rasa 2: 340 °C, HanpspkeHue Ha Kamuisape 4500 B,
HanpstkeHue B corute (popcynke) 500 B, temriepatypa KBaapy-
noseit (1 u 3): 100 °C. [Ins xpomaTorpaduueckoro pasaeaeHus

970

F'vruena u canutapus. Tom 99, Ne 9, 2020



FOOD HYGIENE

Safety of agricultural products: multicomponen

Rakitskii V.N., Fedorova N.E., E?orchenkova O.E., Grechina M.S., Suslova A.V.
determination of pesticide residues in cereals

https://dx.doi.org/10.47470/0016-9900-2020-99-9-968-974
Original article

Ta6auma 1

JleiicTByI01IME BEleCTBA NECTUIMIOB, onpeaesembie MeToaoM BD2KX-MC/MC, xumuyeckue Kiaacesl, MJ1Y, nokasaTteu naeHTH(DUKAIAH

§ P— Macc-nepexozpi, Macca/3apsia (m/z)
Bemectso Xummyeckuii Knace 1;;[5/[27; onplels;:j‘l?:ms[, MaTepHHCKHii Mﬂl:(c(;];;]‘:sz:ll:lel;l[fl oro ucnm;;;zemle
Mr/Kr o pacuéra TOATBEPIKACHHS
AueTaMuIpu HeonukornHou 0,5 0,01 223,1 126,0 56,0
Numeroat DochopopraHnyeckoe coeMHEHNE 0,05 0,01 230 125 198,8
Wmunaxkmonpun HeonukornHonn 0,1 0,01 256,1 175,1 209,0
WnkonHazon Tpuazon 0,02 0,01 332,4 70,2 125
WUnponnon Wmvunazon 2,0 (ssameHb) 0,1 330 2449 287,9
Kapbennazum bensumungazon 0,5 0,01 192,1 160,1 132,1
Kap6okcun OkcaTMMHKapOOKCaMML 0,2 0,01 236,1 143 87,1
Knotnanuaua HeonukoruHoun 0,2 0,01 250,0 169,1 132,1
Kpeszokcum-metrst  CTpoOuitypuH 0,1 0,01 314,2 116,0 222,0
Omeroar ®dochopopraHuyeckoe CoeIMHEHNE — 0,01 214 125 154,9
[TenkoHazomn Tpuazon 0,005 0,005 284,1 69,9 158,8
IMupaknocTpodbuH CrpoburypuH 0,5 0,01 388.2 194,1 296,2
IIpoxiopas Wmunaszon 2,0 0,01 376 308 265,9
CrniupokcaMuH Mopdonuu 0,2 0,01 298.4 144,2 100,2
Tuabenmgazon bensumungazon 0,2 0,01 202,0 175,0 131,0
Tuakionpu HeonukornHoun 0,1 0,01 253,1 126,0 186,0
Tuamerokcam HeoHnukoruHoun 0,05 0,01 292.2 211,0 181,0
Tpudnokcuctpooun CrpobOutypuH 0,5 0,01 409,1 186 145
®ropacyinam TpuazonmupuMuIiH 0,05 0,01 360 129 82,1
®ykcanupokcan IMupazon 0,5 0,01 382,1 362 342
Daymercynam TpuazoanupuMuInH 1,0 0,01 326 129 109
dayonupam Benzamun 0,1 0,01 397 145 172,9
DIOKCUKOHA30] Tpuazon 0,2 0,01 330,1 121 101,1

ncnosb3oBa KoiaoHKy ZORBAX Eclipse Plus C18 mmmHoit 150
MM, BHYTpeHHUM auamMeTpoM 2,1 MM, 3epHeHue 1,8 MkM (Agilent
Technologies). Temneparypa KonoHKHU: 45 °C, CKOPOCTh TTOTOKA
smoeHTa: 0,4 Ma/MUH, 00bEM BBOIUMOM MPOOBI: 2 MKJI C TIPO-
MBIBKOM UTJIHI (3 ¢, METAHOI).

Pexxnm amonpoBaHus rpagueHTHBIA: KommoHeHT A — 0,05%
pactBop dopmuara ammoHust + 0,01% MypaBbUHOI KUCIOTBI
(o 06bEMyY) B Boze; KommoHeHT B — pactBop 0,01% mypaBbu-
HOIi KMCJIOThI B MeTaHouie: 0T 90% kommoHeHTa A (0 MUH, cTapT)
10 35% xommoHenta A (5 MuH), 5% KommnoHeHra A (6,5, 1o 8,5
MuH), 90% xommnoHeHTa A (10 MuH, duHui); mpoder 13 MuH,
BKJIIOYAst TPOMBIBKY KOJIOHKH TOCJIe aHau3a 3 MUH.

PesyabTaThi

st vcciieqoBaHust ObUTM BRIOPAHBI COPOK JAEMCTBYIOLIUX BE-
LIECTB MECTULIMIOB (BKJIIOYAsT PSII METAOOIUTOB), OTHOCSIIIIUXCST
K pa3IMYHbIM XUMMYECKUM TpyIaM (HEOHUKOTUHOMIbI, TPUA-
30J1bI, UMUAA30JIbI, TUPETPOUALI, (hochopopraHnvYecKre Coean-
HEHUsI, CTpOOWIYpUHBI U p.) (Tadm. 1, 2).

KanubpoBouHble KpUBBIE ObUIM MOCTPOEHBI C MCIOJIb30Ba-
HHUEM PAaCTBOPOB aHAJIMTUYECKUX CTAHIAPTOB, ITPUTOTOBICHHBIX

Ha pacTBOpUTeJie, Ha MSTH KOHIIEHTPAIIMOHHBIX ypoBHsIX. Dop-
MYJTBI TPaUKOB 3aBUCUMOCTH TUTOIIANeH XpoMaTorpaduaecKmx
MKOB (S) MCKOMBIX BEIIECTB OT MX KOHILIEHTPAINI B PaCTBOpax
(C, mxr/cm®) umenu Bun: C =K, « S * K, (koadduimeHTbI KOp-
pensiiuu 6oxee 0,99).

DddexT MaTpuIbl, BHIPAXKEHHBII B %, KOJIMYECTBEHHO
OLICHMBAJICSI MO COOTHOLICHUWIO IUIOIIAAei MUKOB CTaHIapTa
Ha MaTpulle U CTaHAapTa, MPUTOTOBJIEHHOIO Ha PacTBOpUTEIE,
COIIACHO PEKOMEHIALIMAM MEXIAYHapOIHOro JOKyMeHTa [22].
IToxkazaHo, yTo 3dhdekT MaTpuLbl He npeBbiian 20% o1 Bcex
BELLECTB.

Unentudnkaunio ocylmecTBIsIM MO BpeMEHaM yIep>K1UBa-
HMSI, HATMYUIO XapaKTepUCTUIECKUX MOHOB B MacC-CITIEKTpax
(meton 'X-MC) u nouepHux uonon (BOKX-MC/MC) u o co-
OTHOIIEHWIO BEJIMYWH TUTONIAAe XpoMaTorpadMuecKux MIKOB,
OTBEYAIOIINX XapaKTePUCTUICCKUM MOHAM.

Jns mon6opa ycaoBuii netektupoBanust (Mmeton BOXKX-MC/
MC) npoBeneHa onTuMu3anus ajs 23 AelCTBYIOIIMX BEIIECTB,
TO €CTh CKAaHWUPOBAaHWE B TOJOXUTEIHLHOM U OTPUIIATETHHOM
peXunMax MOHM3AIlUU C WCTIOIb30BaHUEM HMCTOYHUKA DJIEKTPO-
CTAaTUYECKOTO pacrbuleHMs. 151 Kakmaoro aHaiwTa ObLTM TO-
JIydeHbl HECKOJbKO JIOUYePHUX MOHOB, KOTOpPble 00pa30BalINCh
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JleficTByrolMe BemecTBa NeCTUIMAOB, onpeaesemble MeTonom I'2KX-MC, xummyeckue kiaaccol, MY, nokazarenn uneHTugukanmmu

XapakTepucTHYECKHE HOHBI,
Huxnnit macca/3apaz (m/z)
Bemectso Xumirgeckuii Knace I:;IFI/IE’I, onpré;eeﬁzﬁm, HCIOJIb3yeMbie HCTIO/b3yeMble | HCIIOMb3yeMble
MI/KT 2151 KOJIMYECTBEHHOTO s s
pacuéra MOATBEPKIEHNS | MOATBEPKIEHHS

JIna3suHOH DochopopraHnyeckoe CoeIMHEHNE 0,1 0,01 179 137 152
XJ10pOTaNIOH I XJIOpHUTPUIT 0,1 0,05 266 231 109
MedeHokcam DeHnnamun 0,1 0,01 206 132 160
Manartnon DochopopraHnyeckoe CoeIMHEHNE 10 0,01 173 125 158
HunpoauHun AHUJIMHONMUPUMUIUH 0,5 0,01 224 210 225
Dunponmn Denunupaszon 0,005 0,005 367 213 255
Dnyrpuacdon Tpuazon 0,05 0,02 123 164 219
Dnyanokconmn Tpuazon 0,05 0,02 248 127 182
IMpornokoHason-gectno Tpuazon 0,5 0,01 186 83 125
DunpoHumi-cynbhoH DeHutnupaszon - 0,005 383 255 452
LlurpokoHa3o Tpuazon 0,05 0,02 222 125 139
[MpormkoHazon Tpuazon 0,01 0,01 173 259 191
Tebykonazon Tpuazon 0,2 0,1 125 250 163
BOIMOKCUKOHA30J1 Tpuazon 0,2 0,1 192 138 165
Budentpun IMuperpoun 0,5 0,01 181 165 141
JIssMOna-uuranoTpuH IMuperpoun 0,01 0,01 181 197 208
Anbda-1unepMeTpuH IMupetpoun 2,0 0,1 181 127 163
BcdenBanepar TTupetpoun 0,1 0,05 125 167 181

Mocjie pa3pylieHusT MaTepMHCKOTO MOHA, COCAVMHEHUS WIEH-
TUUIAPOBAIM TI0 MOHMTOPMHTY MHOXECTBEHHBIX peaKIInit
(Macc-Tiepexomam).

Meton ra3oBOii XpOMaTO-MacC-CIEKTPOMETPUM HMCITOJIb30-
BaH IJIs1 ONpeeIeHUs] OCTaTOYHBIX KOJUYECTB 18 coenrmHeHMA.
Ha mepBoii cTanum McciaenoBaHus i WACHTU(DUKALIMU BCETO
MepeyHs BEeLIEeCTB MTPU COBMECTHOM MPUCYTCTBUU MCITOJIb30BAIU
PEXUM TMOJTHOTO CKaHUPOBaHUs (IO MOJHOMY HOHHOMY TOKY) B
nuanazoHe ot 50 1o 500 aTOMHBIX €AMHUIL MACChI C aBTOMATU3U-
POBaHHBIM OMOJIMOTEUHBIM TTOUCKOM «NIST».

Mcronb30BaHHBIN «KECTKUI» PEXKUM MOHU3AIMS DJICKTPOH-
HBIM yIapoM Ja€T O0JIbIIoe YUCI0 (hparMeHTapHBIX NOHOB, KO-
TOpbIE OMHO3HAYHO XapaKTePHU3YIOT CTPYKTYPY MOJEKYIbI, U4TO
YIOOHO ISt ueHTU(UKALIMY BEILEeCTB.

3epHO OTHOCWTCSI K TPYIIie MPOAYKTOB C BBICOKUM COIEpP-
JKaHueM OeJika, HU3KUM colepxXaHueM Bonbl [22]. Peanuzauus
npouenypsl mpodornoaroroBku QUEChERS mpumeHuTensHO K
MPOAYKTAaM C HU3KUM COIEPKaHMEM BOJIBI MIPEIIoaraeT Mmpei-
BapUTeJIbHOE BHECEHUE B 00pa3ell BOIBI IJIsT JOCTUKEHHMS €€ Co-
nepxaHus B marpuiie 6osiee 70% mpu COOTBETCTBYIOIIEM CHUKE-
HUU MacChI POOBI.

B HampaBieHUY rapMOHU3AIMU ¢ MEXIYHAPOIHBIMU TPeOO-
BaHUSMU ObLIa MOCTaBJIEHA 3a7aya CO3MaHUsI METOAUKU MHOTO-
KOMITOHEHTHOT'O ONpeaeeHUs NeHCTBYIOIIMX BEIECTB MeCTU-
LUA0B, obOecrnevynBarolieii Mo BO3MOXKXHOCTU HWXHMIA Mpenes
KOJIMYECTBEHHOTro onpeaeneHust Ha yposHe 0,01 mr/kr [23]. s
OTIEJIbHBIX BelllecTB (MEeHKOHAa30J, (UIIPOHWJI) BBUAY OoJjee
HU3KOW BEJIMUMHBI TUTUEHUYECKUX HOPMATUBOB HWXKHUI Mpe-

JIeJT MX KOJIMYECTBEHHOTO OTpee/IeHUsT ObUT CHIKEH 10 YPOBHS
MY (0,005 mr/Kr).

CrpyKkTypa psma BEIIECTB M TEXHMYECKHE BO3MOXHOCTH
000py/IOBaHUsI HE TIO3BOJWIM TIOJYYUTb HAAEXHBIM pe3ysib-
taT Ha ypoBHe 0,01 mr/kr. B atom ciayyae mpu 060CHOBaAaHMU
TpeOOBaHMI K HIKHEMY Tpeieay OIpenejeHus] Onupainch Ha
YCTaHOBJICHHbIE BeJUUYMHBI MJ1Y 11l JaHHBIX BEILECTB B 3ep-
He: dhayarokcoHwu, dbayrpuadon, uunpokoHazona — 0,05 Mr/Kr;
XJIOpOoTaJloHW, acheHBaiepar — 0,1 Mr/Kr; TeOyKoHa30J1, 90K~
cukoHazon — 0,2 Mr/kr; anbda-LunepMeTpuH, UIPOIUOH —
2 Mr/kr (cM. Tabi. 1, 2).

B criekTp omnpenensieMbIX BEIIECTB BKIIOYEHBI METaOOIUTHI,
HEOOXOMUMBbIE B aHATUTMYECKOM KOHTPOJIE, TaK1e KaK MPOTHO-
KOHA30JI-IECTHO, OMeToaT, urnpoHuI-cyibdoH. ComepxaHue
MeTaboJIMTOB B 00pa3iiax BhIpakKaid B 9KBUBAJIEHTE JIECTBYIO-
IIKMX BEUIECTB, BBOIS B (hopMyisy pacyéTa KoaGh@UIIMEHT, paB-
HBII COOTHOIIIEHUIO MOJIEKYJISIPHBIX Macc: 1,06 (oMeToar B 9KBH-
BajieHTe nqumetoara), 0,96 (GpurpoHmI-cya1b()OH B 9KBUBATEHTE
¢unponuna), 1,1 (MpoTUOKOHA30J1-1€CTUO B SKBUBAJIEHTE MPO-
THOKOHA30J1a).

Oocyxaenue

[lpu BBImENEeHWM cTIeKTpa BEIIECTB IJIs IieJiell aHaTuTuIe-
CKOTO KOHTpOJII TpoaHanu3upoBaH Karanxor mecTunumoB u
arpOXMMUKATOB, Pa3peIIEHHBIX K TPUMEHEHUIO Ha TEPPUTOPUU
Poccuiickoit @enepanuu [7]. [1pu BcémM MHOroobGpa3uu maeii-
CTBYIOILMX BEIIECTB MECTUIMAOB BHUMAaHUE aBTOPOB B MIEPBYIO
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ouepenb ObLIO OOpallleHO Ha Te BeleCTBa, Ha OCHOBE KOTO-
PbIX cO31aHO HauOoJblIee KOJIMYECTBO MpernapaToB, aKTUBHO
MPUMEHSTIOIIMXCST B CEJTbCKOM XO3SICTBE Ha BCEW TEPPUTOPUN
Poccuiickoit @enepannu. PaccmaTpuBaiuich BelecTBa, BKIIO-
yéHHble B 'H 1.2.3539-18 1 umeroniue ycraHoBJIEHHbIE MaKCH-
MaJibHO gomnyctumbie ypoBHu (MY /BMJ1Y) B 3epHe XIeOHBIX
3J1aKOB.

[Mpumenenne wmetomuku TipodomoaroroBku QuEChERS
00YCJIOBUJIO UCKITFOUCHUE U3 aHaIn3a JeUCTBYIOIINX BEIIECTB,
KOTOpBIE TI0 CBOEH CTPyKType, (DU3MKO-XUMHUYECKUM CBOM-
CTBaM, CITOCOOHOCTH K METabOIUTUUECKOM JeTpagaliuy ¢ odpa-
30BaHMEM MHOXECTBEHHBIX METa0OJUTOB HE MOTYT OBITh IMPO-
aHAJIM3UPOBAHbI C IPUMEHEHNEM JaHHON TEXHOJOTHUH.

Crnenyetr OTMETUTD, 4TO opurnHaibHbli MeTon QUEChERS
[14] ornuuyaeTcss HE3HAYUTEILHO OT OCHOBHONM IpOLIEAYPHI,
MPUMEHSIEMOI CerofHsl K MaTpuiiaM ¢ Hu3kuMm (2—20%) wiu
BbICOKUM (> 20%) comepxkaHueM xupa. OCHOBHOE OTIMYME 3a-
KJIIOYAETCSI B CTalMM OYMCTKH, MTOCKOJIBKY AaXe HeOOIbII0e KO-
JIMYECTBO XKMUPa TAKXKE COIKCTPArupyeTcsl U3 MaTPUIbl U MOXET
OKa3blBaTh BJIMSIHME Ha OajbHEHIIMI XpomaTorpaduyeckuii
aHanus [24, 25].

Pa3zpaboTaHHbIIT aBTOpaMU paHee METO MHOTOOCTATOYHOTO
oTpeieIeHUs TTeCTUIINIOB Pa3IMYHON XUMUIECKON TTPUPOIHI B
MPOIYKIIMY PACTEHUEBOACTBA BKJIIOYAJ U3MEPEHUs ypOBHEN 27
NEWCTBYIOIIMX BEIIECTB MECTUIIMAOB B OBOIIAX U (PpyKTax, TO
€CTb IIPOAYKTaX C CoAepKaHreM BoIbl 6oJiee 70% , OTHOCSIIIXCS
K TpYIIIe TIPOIYKTOB C BEICOKUM coaepxkaHreM Boabl. [1o mpo-
nenype npodornoaroroBku QuUEChERS o6pa3upl moasepraim
SKCTPAKILIMU aLIETOHUTPUIIOM, cofepxKaiuuM 1% yKCyCHOM Kuc-
notel (10 r u3mMenpueHHOrO 0Opasua, 10 M pacTBopuresst).

AHaJIOTUYHBINA TTOAX0M OBLI MPUMEHEH M K TPYIIIE MPOAYK-
TOB C BBICOKMM COJep>KaHUEM Oejika, HU3KUM COIepXKaHUEeM
BOJIBI U XXMpa, B KOTOPYIO B TOM YMCJIE BXOAUT 3€PHO XJIEOHBIX
371aK0B. Macca o0pas1LoB 3epHa Obljia yMEHbILIEHA 10 5 T ¢ BHE-
CEHUEM Ha CTaIMu 3KCTPaKLMU BOAbI, KOJUYECTBO KOTOPOI B
2 pasa mpeBbllago Maccy npoosl (10 mur). BemecrBa u3 aHa-
JIMBUPYEMBIX MPOO BKCTparupoBajyd aUETOHUTPUIOM C HC-
MOJIb30BAHMEM CMECU CcoJjiell, comepxkalleil, Kpome cyibdara
MarHus ¥ XJIOpuaa HaTpUsl, KOMIIOHEHThI LUTpaTHOTO Oydepa,
noanepxuBatomiero pH B nmanaszone 5—5,5 [20, 26]. [Ipumene-
HUE LMTpaTHOro Oydepa Ha CTaAuM SKCTPAKIIMU CIOCOOCTBO-
BaJIO YAOBJIETBOPUTEIBHOMY paszeieHuio (a3 npu neHTpudy-
TUPOBAHUM, CTIOCOOCTBYSI TEM CAMBIM ITOBBIIIEHUIO TOJTHOTHI
W3BJICUCHUST BEIIECTB W3 NAaHHOUW MaTpuIlbl. MBI OTKa3alucCh
OT UCTONB30BaHUs s omnepxanus pH 6ydepos, comepxka-
IIUX YKCYCHYIO KUCJIOTY WIM aueratr Hatpus [17—19, 21], uro
CBSI3aHO C MMeolIeiicss nHGopMaleid 0 CHIKEHUS EMKOCTH
copOeHTa Ha OCHOBE MEPBUYHO-BTOPUYHOTO aMHWHA, MCIIOJIb-
3yeMOro B cocTaBe copOeHTOB misi TAD, niusa ymaepKuBaHUS
KOBKCTPAKTUBHBIX XUPHBIX KUCJIOT B MPUCYTCTBUU YKCYCHOI
kucaotsl [10].

HMcnonb3oBaHHasg cMech COpOEHTOB i TBepaodasHoi
BKCTPaAKIIMY BKJIOUajaa MOMUMO MEePBUYHO-BTOPUYHOIO aMUHA
okcraneuuiacuiad (C18). HenmonsipHblii copoeHT C18 ycrnemHo
yIepKMBaeT MellalolMe KO9KCTPAaKTUBHbIE BEIIeCTBa, B TOM
yucse JUMUABI, U3 alleTOHUTPUIbHOTO 3KcTpakTa. [Ipm sToM
LIEJIBIM PSIIOM OMYOJIMKOBAaHHbBIX pabOT MPOIEMOHCTPUPOBAHO,
YTO ero NMpUMeHeHWe He OKa3bIBaeT 3aMETHOIO HEeraTMBHOIO
BJIMSIHUS Ha TOJTHOTY U3BJICYEHHUsI, HO TIOMOTaeT MOJTYYUTh 60-
Jiee yucThIit akeTpakT [14, 18, 25]. [Ipu aHanuze 3epHa KyKypy-
3Bl KUIKOCTHOE TiepepacIipeieJieHre ¢ alleTOHUTPUIOM U BOIO
OBIJIO TOTIOJIHEHO HU3KOTEMIIePATYpPHBIM BBIMOPAKMBaHUEM
KUPOB KaK MOTIOJIHUTENbHOUW CTYNIEHbIO OUMCTKU IKCTPAKTOB
3TUX 00pa3uoB. JlJaHHBIN MMOAXOM, Ha3BaAHHBIM «CTYNEHBIO BbI-
MOpaXXUBaHUs», TIPOCT, IEIIeB U He TpeOyeT MCIOJIb30BaHUS
TOTIOJTHUTEIBHBIX PACTBOPUTEEC M MaTepUalioB, ITOBBIIIACT

4 MVYK 4.1.3351-16. MHoOroocTaTo4Hoe OrIpeaeaeHue MeCTUIIM-
JIOB Pa3IMYHON XUMUYECKON IMPUPOILI B MPOIYKIIMN PACTEHHEBOICTBA.
MeTonnuecKne yKa3aHus.
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3 HEKTUBHOCTH Mpouenypbl podonoarotoBku [14, 20]. Tlpu
KCITOIb30BAaHUU TOJIBKO aucriepcuoHHoil TMD (6e3 BrIMOpa-
KMBaHUsI) OTMEUYEHBI Mellalollee BIMSHUE M3-3a HEKOTOPOU
MHTepDEPEHIIMN TTUKOB psina TMEeCTULMIOB ¢ KOMITOHEHTAMM
MAaTpMIIBI, a TAKXKE BBICOKMI XuMuueckuii myM. Ilocie cryre-
HU BBIMOpaXWBaHUS W TIOCJCAyIOLIeH aucrepcuoHHoi TPD
MECTULIMIBI XOPOIIO WACHTU(GHWIUPOBAINCH U ONPEACISIINCH
KOJIMYECTBEHHO.

BMmecte ¢ TeM nMeIOTCS JaHHbBIE [26], yTBEpKIAIOIIKE, YTO
cTanvsi BBIMOPaXKMBAaHUS U3JIUIITHS, KOT/Ia UMEET MECTO TIpOlIe-
nypa nucniepcuoHHoi TAD ¢ copOEHTOM Ha OCHOBE IEPBUY-
HO-BTOpUYHOTO amMuHa U C18, MOCKOJBKY KOJIMYECTBO KODK-
CTPAaKTHUBHBIX BEIIECTB, MOJYYEHHBIX 2-CTYIIEHYATHIM METOIOM
(pacripenesnieHue B XKUAKOCTh + aucrniepcrioHHas TPD) skBuBa-
JICHTHO TaKOBOMY, TTOJTYYeHHOMY C BKJIIOUEHUEM BbIMOpaK1Ba-
HUsI, YTO COIJIaCyeTCs ¢ pe3yabTaTaMU MCClIeOBaHMii 00pa31ioB
3epHa MIIEHULIBI, SYMEHS U puca, HO CIIOPHO IJIs 3epHa KyKY-
DY3bI.

PaszpaboTraHHast MeToIMKa alpoOMpoBaHa Mpu OLEHKE KOH-
TaMUHALMU 36pHOBOI MPOAYKIIMM OCTATOYHBIMU KOJUYECTBA-
MU MeCTUUMAOB. BHMMaHMe ObUIO OOpallleHO Ha MIIeHUILY,
KYKYpy3y M pUC, UMEHHO T€ 3¢pPHOBBIC, KOTOPHIC OCTaBJISIOT
6osiee 88% Bcero MUPOBOTO MPOM3BOACTBA 3epHa [27]. Brimos-
HEHO oTpelesieHNe NeiCTBYIOINX BEIIECTB MECTUIIUIOB (1 UX
MeTabOJIUTOB) B 3¢pHE IMIIEHUIILI, TYMEHS, KYKYpY3bl, IIPOM3-
BEIEHHBIX B pa3jMYHBIX permoHax Poccuiickoit Pemepanun
(MockoBckas, Jlenunrpanckas, Oprnosckas, Omckas, Bopo-
Hexckasi, Ps3anckasi, PocroBckasi, Boarorpaackas obisactu,
KpacHomapckuit Kpaii), a TaKKe B 3epHe puca (CTpaHa IIpouC-
XoxXneHus BbeTHaM).

Bo Bcex wmcciemyembIx mpo0Oax OCTAaTOYHBIE KOJMUYECTBA
NeMCTBYIOIINX BEIIECTB IMECTULIMAOB B 3¢pHE IMIIEHUIIBI, SUME-
H$1, KYKypy3bl HE UACHTUMUIIMPOBAHbBI, TO €CTh MEHEEe HUKHETO
npeaesia KOJIMYEeCTBEHHOTO OIpeaeIeHHUS.

W3 accopTuMeHTa onpeaensieMbIX MeCTULIUI0B B OTAEIbHBIX
oOpaslax pyuca UASHTUMUIIMPOBAHbBI OCTAaTOYHbIE KOJMYECTBA
tebykoHazona (0,53 mr/kr) u daynmokconuna (0,013 mr/kr),
KOTOpbIe HE MPEBBIIIAJIN BEJIUUYMHBI MAaKCUMAJIbHO JOMYCTH-
MbIX ypoBHeil (MAY), BkimouéHHbix B 'H 1.2.3-3539-18, uTto
CBUIIETEJIBCTBYET O 6€30TTaCHOCTHU MPOLYKIIVH.

PazpabGoTtaHHBIif TTO pe3yabTaTaM 3KCIIePUMEHTAIbHBIX MC-
cJIeOBaHWI METOJ MHOTOKOMITOHEHTHOTO OIpeIe/IeHUsI OCTa-
TOYHBIX KOJIMYECTB MECTULIMAOB Pa3IMIHBIX XUMUUECKHUX KJ1ac-
COB IPY COBMECTHOM TMPUCYTCTBUU B 3€pHE XJIEOHBIX 3JIaKOB
XpoMaTorpaduyecKuMI METOIaMU TIPEACTaBICH B BUIEC METO-
IMYECKOro 00ecCIieueHus IS MPaKTUIeCKOTO MCITOIb30BaHMS
IMPY MOHUTOPHWHTE Ka4eCTBA U XUMHIECKOI OE30IMaCHOCTH TTH-
LIEBOI MPOMYKIIMU, TOIOJHIET 06a3y METOMOB JIaOOpPaTOPHBIX
WUCTIBITAHUI B CUCTEME COLMAJbHO-TUTUEHUYECKOTO MOHMTO-
puHTra, OymeT crnoco0CTBOBATh 00€CTIEYECHHIO TTPOIOBOJIBCTBEH-
HOM 6e30MacHOCTU CTPaHBbI.

3akiouenue

AHaTUTUYECKUIT METOI MHOTOKOMITOHEHTHOTO OTIpee/IeHNS],
OCHOBAHHBII Ha MPUMEHEHUU BBICOKOI(D(MEKTUBHON XKUIKOCT-
HOI M ra3oBoil Xxpomarorpaduu ¢ Macc-CIeKTPOMETPUYECKUM
NEeTeKTUPOBAHMEM, CO3[aH U BaJUAUPOBAH U1 W3MEpPEHUs
YPOBHEl ocTaTOUHBIX KoJnuecTB 40 NeiiCTBYIOIINX BELLECTB Me-
CTULMIOB (psiia METAOOJIMTOB) B 3€pHE XJIEOHBIX 3J1aKOB, OTHO-
CSILLIUXCS K TIPOAYKTAaM C BBICOKMM CONlEp>KaHUeM Oesika, HU3KUM
conepxxaHveM BoAbl. Mcrmonb3oBaHHBINM CHOCOO MPOOOMOATo-
TOBKHU 00pa31ioB 00eCreun1 XOpOIIYIo JUHEUHOCTb U BOCITPOU3-
BOAMMOCTb B U3y4aeMOM Mara3oHe KOHIIeHTpaluii. MeTtoauka
QuEChERS c BkitoueHueM nutpatHoro oydepa sBisieTcs: Hau-
0oJiee MOIXONSIICH ¢ TOUKU 3peHUs] 00ecrieueHUs afeKBaTHOTO
HUWXXHEro Tpeaesia KOJUYECTBEHHOTO U3MEpeHUsl (MeHee ycTa-
HOBJIEHHBIX BesiuuuH M1Y) mis Bcex 40 uccienoBaHHBIX eii-
CTBYIOIINX BEIECTB MECTULUIOB (B OTAETbHBIX CIydasix — WX
MeTabOJIUTOB).
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