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PE3IOME

Beedenue. B mupe 6edémesi nocmosiHHblil NOUCK IK0A02UHECKUX MemO0008 3aujumyl pacmeruil, 00HAKO XUMU4Yeckue cpedcmea 6 3moii 00Aacmu Ucnoab3yHmes
oueHb WUpoKo. Jlaxce nocie ycmaHo8AeHUs: ONACHbIX NOCAeOCMBULL npUMeHeHUs XA0popeanuyeckux necmuyudos (XOI1), uckaouenus ux u3 cnucka paspeuién-
HbIX 8 pside CMpaH npou3e00Cme0 U UCHOAb308AHUE IMUX eeujecms He npekpauaemcs. Umeemcs ungopmayus 06 o6Hapysceruu ocmamoutsix koauvecme XOIT
6 NPOOYKMAx NUMarus u OUOMKAaHAX Ato0ell, c1ed08amenbro, Cyuecmayem o4eguoHblil pUck 015 300p08bs Yea06eKd.

Ileaw uccaedosanus — paspabomka 6vicmpoeo eazoxpomamoepagpuueckoeo memooda onpedenenus AT, T, 11D u uzomepoe I'XI[T 6 puce na ocHoge
IKCMPAKYUOHHO20 BbIMOPANCUBAHUS 8 KAYeCmEe SMana npobonoo2omosKu.

Mamepuaast u memoodot. O6seKm 3KCnepuUMeHmanbHo20 U3yHeHUs — 3epHo8oll puc, 8 mom uucae ¢ doobaskamu XOII. T'azoxpomamoepaguueckoe onpedenerue
MOKCUKAHMO8 OCYWeCmBAsAU Nocae SKCMPAKYUOHHO20 8bIMOPAICUBAHUSL 8 CMECh AUSIMOHUMPUNA ¢ IMOKCUIMAHOM 8 YCA0BUSX UeHMPUy2uposanus npodsl
(DBII) u ceprokucaomHo20 yoanreHus COIKCMPaKmMuBHbIX 6eUecms.

Pesyavmamut. H3zyuena u noomeepicoena sgppexmusrocms ussnewerus XOII memodom I BII u3 usmenvuénnoeo puca Ha smane nod2omoeKu npooul K
2azoxpomamoepaguueckomy uccaedosanuio. [ns yoareHus cosKCmpaKkmueHsix KOMHOHEHMOE U3 NOAYHACMO20 U3BAeHeHUS NPEON0NCEHA CIMAOUsl OHUCMKU
cepHoil kucaomoii. Tloayuenst pe3ysvmanot, n00meepicoaroujue MoYHOCMb U HUKYH0 NO2PEeUHOCMb OnpedeneHus: MOKCUKaHmMo8.

Ocpanuuenus uccaedosanus. B pabome uccredosanu 3eprosoii puc. [Ipouzeodumeie u3 puca npooykmeol He U3y4an.

3akarouenue. Coz0ana memoouka 2azoxpomamoezpagpuueckoeo onpedeaenus ocmamounuix koauvecme 1T, T, /1D u uzomepos I'XL[I 6 puce c npedeapu-
MeAbHBIM GblOeNeHUEM AHAAUMO8 IKCMPAKUUOHHBIM GbIMOPANCUBAHUEM U CEPHOKUCAOMHBIM YOaNeHUeM COIKCMPAKMUBHbIX eeujecms. O0nacmoro npuMeHeHuUs.
Pazpabomku 3645emces CAaHUMAapHO-2UeUeHUYeCKUil KOHMpoab Kauecmaa nuujessvix npooykmos. Memod obecneuusaem onpedenenue XOII 6 npobe maccoii 3 e
Ha ypoeHe nuxce yemanoenennvix IIIK c omnocumensroii noepewnocmero, ve npesviaroweti 20%. [Ipobonodzomoska ocyujecmensiemes npu OmpuyamensHsix
memnepamypax. IlIpoyedypa npocma, IKOHOMUHECKU 8bl200HA, nNpednoaazaem HeboAbUOU pacxo0 peakmueos u mamepuanos. IlpodosxcumensHocms smana
nodeomosku npobsl — meree I u.
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ABSTRACT

Introduction. Despite efforts to find ecological methods for plant protection, the level of the use of chemical protection products are used very widely. Even after
the establishment of the dangerous consequences of the use of organochlorine pesticides (OChPs), exclusion from the list of permitted pesticides in a number of
countries, their production and use is still taking place. Information about the residual amounts of OChPs in food, as well as human biological tissues, is alarming.

This represents a direct potential risk to human health.

The purpose of the research is to develop a rapid gas chromatographic method for the determination of DDT, DDD, DDE and HCCH isomers in rice based on the
extractive freezing-out as a sample preparation step.

Materials and methods. The object of experimental study is grain rice, including one with OChPs additives. Gas chromatographic determination of toxicants was
carried out after extractive freezing-out into a mixture of acetonitrile with ethoxyethane under the centrifugation of the sample (ECS) and by the sulfuric acid
removal of co-extractives.

Results. The efficiency of extraction of OChPs by the ECS method from rice grinding as the stage of sample preparation for gas chromatographic examination has
been studied and confirmed. Purification with sulfuric acid is proposed for removing co-extractive components from the resulting extract. The results confirming the
accuracy and low error in the determination of toxicants were obtained.

Limitations. Grain rice was studied in the work. Rice products have not been studied.

Conclusion. A technique has been created for the gas chromatographic determination of residual amounts of DDT, DDD, DDE, and HCCH isomers in rice with

preliminary isolation of analytes by extractive freezing-out and sulfuric acid removal of co-extractive substances. The field of application of the development is
sanitary and hygienic quality control of food products. The method provides the determination of OChPs in a sample weighing 3 g at a level below the established
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MPC with a relative error not exceeding 20%. Sample preparation is carried out at subzero temperatures. The procedure is simple, has a low cost, consumption
of reagents, materials. The duration of the sample preparation stage is less than 1 hour.
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Beenenue

BHuMaHME K 3KOJIOTUYECKHM TTOCAEICTBUSM MCITOJIb30BaHUS
TECTULIMAOB U WX HETaTUBHOMY BJIMSHUIO Ha 3I0POBBE Hacelle-
HUS TUTAaHETHI He OcjlabeBacT. YUEHbIe TIPUIAraloT 3HAaYUTEeIbHBIC
yCUJIUSl, pa3pabaTbiBasi SKOJOIMUYECKUE METONbI 3allMThI YeJIoOBe-
Ka, TOMAITHUX XXUBOTHBIX M PACTEHUI OT BPETHBIX HACEKOMBIX U
0oJie3Hel, HO, K COXAJICHHIO, YPOBEHb IMPUMEHEHNS XMMUIECKIX
cpencTB 60pbObI OCTAETCS CYLIECTBEHHBIM. [1oaTOMY BITOJIHE O0B-
SICHAMBI CJTydad OOHapyKE€HMSI OCTAaTOUHBIX KOJMYECTB ITECTH-
LIMIOB B MpomykKTax muTaHusl. OCOOEHHO 3TO KacaeTcsl 3¢pHOBBIX
KynbTyp [1], TaKk Kak MpakTU4ecku Bechb 00BEM WX MPOU3BOACTBA
B MUpe 0a3upyeTcsl Ha UHTEHCUBHOM BEICHUN CEJTLCKOTO XO35Tii-
CTBa, & OHO OCHOBAaHO Ha MECTULIMIHON 3almTe ypoxas. boiee
TOTO, JaXe TTOCJIe YCTAHOBJICHUST OITACHBIX TTOCIICACTBUIA UCTIONb-
30BaHus XJ1opopraHndeckux nectuumaoB (XOIT), uckimoueHus ux
U3 CMKCKA pa3pellEHHBIX /ISl TPUMEHEHUS] BO MHOTUX CTpaHax [2]
MPOU3BONICTBO U UCIIOIB30BAHME STUX CPEICTB coxpaHseTcs. Tak,
HarnpuMmep, comtacHo [3], B 2001—2014 rr. Ha (oHe I7100aIbHOTO
cokpaiieHust npumenenus AT ¢ 5144 no 3491 T B ron 1o aeii-
CTBYIOIIIEMY BEILIECTBY (I. B.) €ro MpPOM3BOACTBO COXPaHSUIOCH
B Mumuu, Kurae u KH/IP. Macirabsl MyupoBoro morpediie-
ausg JAT ¢ 1950 mo 1972 r. cocraBuimu 6oiee 4,5 MTH TOHH [2].
B 2001—-2014 rr. tuaepoM NoTpedJIeHUsT 3TOr0 MHCEKTULIMAA Oblia
Wnmus (84% mupoBoro o0bnéMa), rme B OOpnOe ¢ MansIpueil 1
JIEUIIIMAHMO30M, a TaAKKE B CEJILCKOM XO3SIMCTBE TOIbKO B 2014 T.
6bL10 Mcnoab30BaHO 3092 T (10 A. B.). HEBO3MOXHOCTb MTOJTHOTO
otkasa ot AT oObsIcHsIETCS MOSIBIEHUEM YCTOMUMBOCTU Bpeav-
TeJiell K TUPETPOUIHBIM M KapOaMaTHBIM mpenapataM. B cBsisu
C 9TUM HACTOPAXWBAIOT MMEIOIINECS CBEICHUSI O COIepKaHUU
OCTaTOYHBIX KOJIMYECTB XJIOPOPTAaHUYECKUX MECTUIIUIOB B TIPO-
IyKTax nutaHus [4], a Takxke mHbopmauus [5] o 3HAUUTENIb-
HOM ypoBHe octaTouHbIx KoimdecTB XOII B puce (0,053 mr/kr
st AT n 0,039 mr/kr mss TXITT) 1 B skupoBoil TKaHU Jitoaeit
(3,8 mr/kr g AT u 0,898 mr/xr ansa I'XLT) (Jiangsu Province,
China). O4eBUIHO, YTO CYIIECTBYET IMPSIMOI ITOTCHIIMAIBHBIN
PHCK JJIS1 3I0POBbS YeJOBEKaA.

Puc BMecTe ¢ KyKypy30# U MiteHuLei cocTapisiet moutu 90%
MUPOBOIO MPOU3BOACTBA 3€PHOBLIX [1], 3aHMMAaeT 3HAYUTEIb-
HOE MECTO B palliOHe HaceJeHUs OOJIBIIMHCTBA CTpaH IIaHe-
THI U SIBJIAIETCS TIOCTOSTHHBIM OOBEKTOM 3KCITOPTHO-UMITOPTHBIX
MEXTOCYyIapCTBEHHBIX B3aMMOACMCTBUI, MO3TOMY HEOOXOIU-
MOCTh KOHTPOJISI Ka4eCTBa 3TOTO MUIIEBOTO CHIPhS 1O comepka-
HUS TIECTULIMIOB oueBuaHA. OgHAKO OMUIIMATIbHBIE METOIMKH
onpenenenusa AT, A0, 1D u XTI B 3epHe->3, B TOM yncie
puce, U3 apceHaja KOHTPOJUPYIOIIMX FOCyIapCTBEHHBIX Opra-

! KonmruecTBeHHBIM XMMUYECKUI aHAJIN3 TIPOIYKIIUYA PACTUTETHHO-
rO MPOUCXOXIEHHUS U MOYB. MeTonnKa U3MepeHUsl OCTaTOUHBIX KOJIH-
4YecTB MECTULIMAOB B NMPOOax oBolleil, HPYKTOB, 3epHA U MOYB METOIOM
XpoMaTo-Macc-crekrpomerpun. M.: Poccenbxosnanzop; 2010. 65 c.

2TOCT 31481-2012 «KoMGuKkopMa, KOMOMKOPMOBOE ChIphE. Me-
TOJ, OTIPENEICHHSI OCTATOYHBIX KOJIMYECTB XJIOPOPraHUIECKUX MEeCTUIIM-
noB. M.: Ctangapturdopm; 2012. 15 c.

3TOCT 32194-2013 (ISO 14181:2000) «Kopma, kombukopma.
OmnpezeneHre OCTaTKOB XJIOPOPTaHUYECKHUX MECTULIMIOB METOIOM ra30-
Boit xpoMaTorpaduu. M.: Crangapturdopm; 2014. 28 c.

Huzanuii Poccuiickoit @enepaliny TPYIOEMKU U CIIOXKHEBI, Tpe-
OYIOT CHeLUaIbHOrO JJabOpaTOPHOIo 000pyIOBaHMS, OOJBIIOrO
Habopa peakTUBOB U PACXOMHBIX MaTepuaioB. B cBs3u ¢ atuM
aKTyaJIbHBI TTOMCK M pa3paboTKa SKOHOMUYHBIX, 3(D(HEKTUBHBIX
1 OBICTPBIX METOIOB KOHTPOJIS COAEPKAHUST YKa3aHHBIX XJIOPCO-
NepKalinx MeCTUIIUIO0B B puce.

1lenvo Hacmosweeo uccaedosanus 6ulIa pa3paboTKa OBICTPO-
ro Meroia ompenejeHus ocraroyHblx komuvects JAT, A/,
A2 n nzomepo I'XLI B prce Ha OCHOBE 3KCTPAKIIMOHHOTO
BBIMOpPaXXMBaHUSI B KauyecTBe 3Tara IMpeaBapUTeIbHONM TMOIro-
TOBKM IMPOOKI K Ta30XpoMaTorpadnuecKoMy aHaJInu3y.

Crioco6 3KCTPaKIIMOHHOTO BBIMOPAXXWBAaHMSI, B TOM UHCIIC B
pexume teHTpudyrupobanus oopasua (DBLI), npennaraet HOBbI
MPVHLIMII BIIEJICHUST aHAJIMTOB M3 BOLOCOAEpKAIIMX cpex [6, 7].
MerTon coBMeIlaeT KCTPaKIMIO C BEBIMOPaKMBAaHUEM M OCHOBaH
Ha HU3KOTEMITEpaTypHOM M3BJICUCHUM II€JIEBbIX KOMITOHEHTOB
C TIOMOUIBIO TIepepaclpeneIeHUs] PaCTBOPEHHBIX OPraHUIECKUX
BELIECTB MEXIY KUIKOM (pa30ii MpeaBapuTesIbHO 100aBICHHOTO
He3aMep3alolero TUAPOGUILHOTO PAcTBOPUTENSI M 00pasyro-
mieiicss TBEpHoi a3oii ibIa BO BpeMs 3aMopaxkuBaHus. I'pa-
HUILy pasfena $ha3 «KUIKOCTb — TBEPIAOE Teao» HOPMUPYIOT B
HMCXOTHOM CMECH 3KCTpareHTa ¢ BomocoaepKalleit cMechlo (pac-
TBOP WM IUCTIEPCUST) TYTEM OXJTaXKICHUS ¢ 00pa3oBaHMEM JIba,
B TOM YMCJIE ¥ B YCIIOBUSIX ACMCTBUS TIOJIST IIEHTPOOEKHBIX CHIT.

B Hacrosiee BpeMst yKazaHHBIN METOM SKCTPAKIIUM YCIIEI -
HO MPUMEHSETCS Ha 3Tare MpeaBapuTeSbHONM MOATOTOBKU OMO-
JIOTMYECKHUX TIPpO0 B CyIeOHO-XMMUUYECKOI MPAKTHUKE, SKOJIOTH-
YeCKUX M CAaHUTAPHO-TUTMEHUYECKUX MCCIEIOBAHUSIX BOMHBIX
00BEKTOB, IEMOHCTPUPYET BBITOMHBIE KayecTBa, IMPOCTOTY U
BKCIIPECCHOCTh Mpolenypbl. HaydyHblii M NpakTUYECKUd WH-
Tepec MpelacTaBisijia BO3MOXHOCTb NMpuMeHeHus1 metoga DBII
Ha 3Tare MpoOGOMOATrOTOBKY MPU KOHTPOJIe KayeCTBa MUIIEBBIX
MPOAYKTOB, B YACTHOCTU IPU OIPENEICHUN OCTATOYHBIX KOJM-
YeCTB XJIOPCOAEPKAIIUX MECTUIIMIOB B pHCe.

Marepuajbl 1 METObI

Peazenmobi. Vicnonb3oBajlu CTaHIApTHbIE OOpa3libl MECTH-
uuaoB, noctaBieHHBIX «OIITUMYM» (Poccuiickas ®enepa-
LUsI), B YACTOM BUJE C COAEpPXKaHUEM IEUCTBYIOLIETO BellecTBa
He Huke 99%. DrokcuataH Mapku X. 4., TY 2600-001-43852015—10
npuobpetéH B OO0 «Kysbaccoprxum» (Poccuiickass ®enepa-
uus), rekcad (coprt 1) u auetroHutpus (copt 0) mpuoOpeTeHbI
B OO0 «HIIK Kpunoxpom» (Poccuiickast ®deneparus). CepHas
KucjaoTa Mapku X. 4. mpuodpereHa B OO0 «Curma Texk» (Poc-
cuiickas Deneparus).

Annapamypa. 1151 IpUTOTOBIEHUST MOJIEIBHBIX U CTaHIAPT-
HBIX PAacTBOPOB AHAIMWTOB, OMpPEIEJIEHUS MacChl MOJy4aeMOro
5KCTpaKTa UCHojib3oBasiu aHanuThu4eckue Becsl Mettler Toledo
XS 205DU. UccaenoBanu nonydyaeMble 9KCTPaKThl M CTaHIAPT-
Hble CMecU Ha razoBoM xpomarorpade «Kpucramiokc-4000M»
(Poccuiickas @enepanusi) ¢ 3IEKTPOHO3aAXBATHBIM IETEKTOPOM
(I'X-331) u KanuuisipHOI KOJOHKOM JinHOi 30 M, BHYTpeH-
HuM auameTtpom 0,32 MM, crauimoHapHast aza ZB-5, TonuHa
mnénku 0,5 MxkM (Phenomenex).
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Ha srane n3onupoBaHUsI aHATUTOB M3 BOJHOM MaTPUIIBI
npumeHsan Meton DBII, KoTopwlii MosoXXeH B OCHOBY pa-
0OTBHl CEpUITHO BBIMYCKaeMOro KpHosKkcTpakTopa «IDBII-2»
(OO0 HII® «Metaxpom» / OO0 «Xumbuomen», Poccus)
[https://www.meta-chrom.ru/catalog/samplers/extractor/].

Memoouxa 3xcnepumenma. TIpUHIIUIT MeTOIa SKCTPAKIIMOH-
HOTO BBIMOPAXXMBAHUS B YCIOBUSIX LIECHTPU(DYTMPOBAHUS ONTUCAH
B pabotax [6—8]. Uccaenyemble MoaeabHbIE 00pa3ibl TOTOBUIN
BHECEHMEM aHAIMTOB B HABECKY MPEIBAPUTENHHO ITEPEMOTIOTOTO
B KoeMoJIKe puca, MOMEIIEHHYIO B CTEKJISIHHYIO BUAIy, B BUIE
HEOoOXOIMMOT0O KOJIMYeCTBa CTAHIAPTHOTO PacTBOpA B allETOHU-
tpuie. [Tocie noGasneHust 50%-it cMecu alleTOHUTPUIIA C BOIOM
(brakoH repMeTUYHO 3aKphIBAM 3aBUHUMBAIOIICIICS] KPBIIIKOM.
HNHTEHCUBHO TIepeMelBaIy ISl yIaleHUs] KOMKOB, TIPOBOIM -
JIV U3BJIeYCHUE TIECTUIUIOB U3 MPOObI, BCTPSIXUBAsI B TEUEHUE
5 MuH. 3atem K oOpasuy gob6asiustin 0,5 M 3TOKCHUATaHa,
BHOBB TEPEMEINBAIN U TIOMEIIAIN B POTOP KPUOIKCTPAKTOPA
«OBU-2» mist KpycTaIM3aluy BOIHOW YacTh obpaslia 1 IMoJTy-
YeHUsT 9KCTpaKTa B BUJIEC He3amep3alolleil ero yacTu. YCIIOBUS
npoBeneHus npouenypsl DBII: Temmneparypa munyc 30 + 2 °C,
ckopocTh BparieHust poropa 4000 06./MUH (LIEeHTPOOEKHOE YCKO-
penue nopsiaka 1650 g), Bpemst ipouenypsl 25 muH. ITociie sTama
OBIl BepxHMil, XUIKUIA OpraHUYECKUIl CJIOM (aleTOHUTPUII-
ATOKCUATAHOBBIN IKCTPAKT) OTHEISIIN NeKaHTalluel, yrapuBaau
TIOTOKOM BO3Myxa Aocyxa M pactBopsuii B 0,2 M rekcaHa. Jlo-
0aBJISTM K TeKCaHOBOMY 3KCTpakTy 0,1 MJI KOHLIEHTPUPOBAaHHOMI
CEpHOI KUCJIOTHI, 3aKPBIBATM TTOJUATIIIEHOBOU TIPOOKOIA, OCTO-
POXHO TMepeMelIrBaIy obpasel] U MOMELIAIN B XOJOIWIbHYIO
KaMepy Kproakcrpakropa «9BII-2» Ha 15—20 MuH 6e3 LIeHTpU-
(yrupoBanus mipu temmneparype MuHyc 30 *+ 2 °C mua 3amopa-
KUBaHUS CEPHOKUCIIOTHOM YacTu. Jlajiee rekCaHOBbBIM BEPXHUIA
KUAKWN (OECIBETHBIN) 9KCTPAKT MEPEHOCWIIN, CITMBASI C 3aCTHIB-
1IEH TTOBEPXHOCTU CEPHOI KUCJIOTHI, A€KAHTALIME B aHAJIUTAYEC-
ckyio Buany u onpeaesisuii XOIT ¢ moMoriupio I'X-D3/1.

PesyabTaThi

B pe3ysibrare onTUMU3ALIMK TTPETIOKEHA METOIMKA MpEeBa-
PUTENbHON MOATOTOBKM TTPo6 st [ X-ompeneneHust oCTaTOYHBIX
KOJIMYECTB XJIOPOPraHWYECKMX TECTUILIMAOB B pUCE METOAOM
SKCTPAKIITMOHHOTO BEIMOPAXWBAHUS B PEXUME LEHTPUPYTUpo-
BaHus. CxemMa METONMKM aHajIu3a MokasaHa Ha puc. 1 (cM. Ha
BKJIEHIKE).

[MocnenoBaTebHOCTH MPOLIELYPHI TPOOOTIOATOTOBKY COCTO-
WT U3 CIEAYIOIIMX ONePaLIMii:

* B CTEKJISTHHYIO BUAIy €MKOCTBIO 12 MJI ¢ 3aBUHUYMBAIOIIEHCS
TMOJIMATUIIEHOBOM KPBILIKOM ITOMEIIAIOT MpoOy mpenBapu-
TEJIbHO U3METBbUYEHHOTO 10 COCTOSIHUS MYKU 3€pHA puca Mac-
coin3+0,05T;

JI00aBJISIIOT 7 MJI CMECH aLleTOHUTpuIIa ¢ Bogoit (1 : 1) u, Tia-
TEJIBHO TIepeMeIIaB 10 NCYe3HOBEHUST KOMKOB, BUATy C CO-
JIEPKUMBIM TIOMEIIAIOT Ha BCTPSXUBATENb IS MIPOBEACHUS
9KCTpaKIIMU B T€YEHUE 5 MUH;

[0 WCTEYEHWM STOTO BPEMEHM K TIOJTyYeHHOUN CyCIIeH3UU
nob6asistior 0,5 MJI 3TOKCU3TAaHA M, MHTEHCUBHO IlepeMe-
1IaB, BUAJTy C MTPOOOI MOMEIIAIOT B POTOP KPUOIKCTPAKTOPa
«DBL-2», MPOTUBOIOJIOXHO YPAaBHOBECUB €€ COTJIACHO MH-
CTPYKLIMU B pOTOpPE APYroii BUAJON 3KBUBAJIEHTHON MacCHI,
HarpuMep, «<KOHTPOJIBHOW» ¢ TUCTWJUTMPOBAHHON BOIOM /ST
KOHTPOJISI KAUeCTBa PEakKTUBOB WU MapasllielbHO aHAIU3U-
pyeMoli Ipyroii mpoboii puca;

SKCTPAKIIMOHHOE BBHIMOPAXXUBAHUE B YCIOBUSX LEHTpUDY-
TMpOBaHUs 00pa3lia MPOBOISAT NPU CKOPOCTU BpallleHUs PO-
Topa 4000 06./mMuH (1650 g) B TeueHre 25 MUH IIPU TEMITEPA-
Type MuHyc 30 £ 2 °C;

110 OKOHYaHUU TMOJYYEHHBIN XUAKUIA 9KCTpakT (Macca » 1,5 1)
C 3aCTHIBIIEH yacTy obpasna (puc. 2, CM. Ha BKJIEHKe) CITH-
BalOT B MEHMIWIIMHOBBIM (bIaKOH, OCTOPOXHO YIAJISIOT
PacTBOPUTEJU 10CYXa MTOTOKOM BO3lyxa PE3WHOBOI rpylieit
(MM MUHM-KOMIIPECCOPOM [IJIsSI aKBaprMyMa), OCTaTOK pac-
TBOpsIOT B 0,2 MJI rekcaHa 1 106aBistoT 0,1 MJI KOHLIEHTpU-
POBaHHOW CEPHOU KUCIIOTHI,

* 3aKpbIB MOJIUATUICHOBOW MPOOKOW M OCTOPOXHO TepeMe-
11aB, He JAOITycKast pa30pbI3TMBAHUS, TOMEIAIOT B XOJIOIITb-
HyI0 KaMepy KpuoskctpakTopa «DBII-2» Ha 15—20 MuH 6e3
LeHTpudyrupoBaHus npu tremneparype Munyc 30 £ 2 °C pis
3aMOpaXMBAHUST CEPHOKUCIOTHOM YacT obpasua (oHa ¢dop-
MHUpPYETCS] BHU3Y M OKpalleHa B O6ypo-KOPUYHEBBI 1BET);
TOCJIE 3TOTO FeKCAHOBBIIN BEpXHUI XXUIKUH (OECIBETHBIN) 3KC-
TPakT (CM. pUC. 2 Ha BKJICITKe) TIEPEHOCHT, CJIMBasl C 3aCThIBILICH
TMOBEPXHOCTU CEPHOW KUCJIOTHI NEKaHTalUel B aHAIUTUYE-
cKyto Buajy u ornpenesistior B HEM XOI1 ¢ momorsio I'X-D3/1;
pacuéT coaepKaHUs KaKaoro U3 oOHapyKeHHbIX TECTULIUIOB
B Ipo0e aHaIN3MupPyeMoi BOIbI X, (MI/KT) C NCTIONIb30BAaHUEM
KaJIMOPOBOYHBIX 3aBUCUMOCTEN MPOBOAST 110 hopmyie (1):

X,y =,y V.- 1000 / (m - R), (1)

I1Ie C, — KOHLIEHTpalusl HalileHHOro MecTULMAa BO BBe-

IEHHOM B WHXEKTOp XpoMarorpada reKCaHoBOM 3KCTpPaKTe

MpoObI, YCTAHOBJIEHHAS IO KATMOPOBOYHOMY IrpaduKy, MT/MJ;

V, — 00BEM TreKcaHOBOIO 3KCTpakTa IpoObI Ileped 3Ta-

oM xpomarorpaduueckoro uccienoBanust (0,2 mir), MI;

m — Macca aHaJM3upyeMoit mpoo6sl (3 r), B3sToit Ha OBII, T;

R — cremnieHb M3BNICUEHUS IECTULIAA.

CreneHb u3BiedyeHUs (R) IS KaXOoro mecTuluga Oblia
onpezesicHa B CEpUM MOJETbHBIX SKCIIEPUMEHTOB C TIpeaBapy-
TEJbHBIM J00aBJICHUEM M3BECTHOTO KOJIMYECTBA aHAJIMTA B W3-
MeJIbUEHHYIO TTpo0y A0 Hayajla MpoLeaypbl MPOOOIOATOTOBKM.
[MapameTp R — 3TO OTHOIIIEHUE HAWIEHHOM MacChl MIeCTUIIMIA B
aHAIM3UPYEMOM TE€KCAaHOBOM 3KCTpaKTe K KOJUYECTBY TOOABKHU
B npo0y. [1pu yposHe conepxxanus ot 0,02 no 0,1 Mr/kr B npode
R cocraBu st anbda-ITXIT 0,67, 6era-IXLT 0,87, ramma-TXLT
0,8, 415 0,70, 441 0,75 u AT 0,84. I1pu 3TOM OTHOCUTEIbHAS
MOTPeIIHOCTh pe3ysibTaToB onpeneiaeHuss XOI1 B gaHHOM nua-
Ma30He KOHIEHTPAIU B CEPUU U3 TISITH TTapajlIeIbHbBIX IIPO0 He
npesbimana 20%. IpennoxXeHHbI MeToI 00eCieYrBaET Ipeae
oonapyxenus AT, A0, A5 u nzomepos ' XLIT B mpobe puca
Maccoii 3 r Ha ypoBHe 0,005 mr/kr, uro Hixke [TJIK ykazaHHBIX
necTULuAOB B puce. Ilpy HEOOXOAUMOCTU Tpenesl OOHapyxKe-
HUSI MOXET OBITh TOITOJIHUTEIPHO CHIDKEH ITyTEM O0ObeIUHEHUS
9KCTPAKTOB MapayljieIbHO 3KCTparupyeMbiX 00pa3loB OAHON U
TOM Xe TIPOOBI, YBeTUISHNEM aHATUTUIECKOI HABECKHU, a TAKXKe
TIOTTOJTHUTEIbHBIM KOHIICHTPMPOBAaHUEM 3KCTpakKTa Iepen dTa-
TTIOM XpoMaTorpadryecKoro ucciaenoBaHusl.

B kauecTBe wnTIOCTpallK K pa3paboTaHHON METOIMKE MPO-
0OMOATOTOBKM pHca Ha puc. 2 (CM. Ha BKJICHKE) TOMOJTHUTEIbHO
npencraBieHa HoToGUKCAINS OTACTBHBIX €€ 3TAIoB.

O0cyxnenue

HeobxonumocTth npenBapyuTeIbHON MOATOTOBKM MPOOBI prca
K 3Tany GU3NKO-XUMHUIECKOTO UCCIeOBaHMS 00yCIOBIeHa Me-
LIAIONIMM BJIMSIHMEM Ha rasoxpomarorpadudeckoe ompeaese-
HUE COBKCTPAKTUBHBIX MPUPOJHBIX KOMIIOHEHTOB, OCOOEHHO
yIJIEBOMHOTO U OenkoBoro xapaktepa [9]. Hampumep, 8 TOCT
31481—2012 st M3BJAEYEHUS XJIOPOPraHUYECKUX IEeCTULIMIOB
W3 aHAJM3MPYeMOUl HaBeCKW 3epHA C IIeNbI0 YCTpaHEeHUsT Oa-
JIacTa 3TUX XUMHUYECKUX BEILECTB MPUMEHSIIOT IUCTUJUISLIUIO C
BOJSIHBIM MAapoM B CIELMAIBHOM armnapare U3 CTekja JJis 9KC-
TpaKLMU U OYUCTKHU BKCTpakToB nectuuinaoB (AIlJ) B couera-
HUM C KUIKOCTHOM 3KCTpaKLKei rekcaHoM. JlaHHas mpoueaypa
3aHUMAET MHOTO BpEMEHU U TPeOyeT TTOCTOSTHHOTO TPUCYTCTBUS
orepatopa IJIsl KOHTPOJISI U perynnpoBaHus mpolecca. Cuemy-
€T OTMETUTh, YTO Takasi TEXHOJIOTUSI M3BJECYECHUS aHAJUTOB He
SBJIsieTcsl Oe30TMacHOl, TMOCKOJIBKY OIpenessieMble TOKCUKaH-
Thl HAMEPEHHO TEepPeBOIAT B JieTyuee cocTosinve. Kpome Toro,
TPYAOEMKOCTb JOMOJHUTEIBHO YCYIyOJsieTCs U TeM, YTO ISt
cienylolieit mpoobl MPUMEHSIEMbI OTUCTUJUISILMOHHBINA amnmna-
pat HeoOXOoIMMO pa300path, TIIATELHO OTMbITh, 00pabOTaTh U
MPOBEPUTH HA OTCYTCTBUE CJIENIOB OTIPEIeISIEMbIX BEIIECTB ITOCIIe
npenbaylero aHaausa. JJaHHoe 00CTOSTeNIbCTBO, HECMOTPST Ha
COIOCTAaBUMOCTb MaTepUaJIbHbIX 3aTPaT Ha PEaKTUBBI B CPaBHE-
Huu ¢ MetonoM DBII (Tabi. 1), He TaéT eMy TPEUMYIIECTB Mepel
METOJIUKOM, MpeuiaraeMoil B HacTosiieit padore.
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OpurvHanbHas cratbst

Taonuma 1 / Table 1

IlepeyeHb peaKTHBOB H OPHEHTHPOBOYHASI CTOUMOCTD 3aTpat npu onpeneiennn XOII B puce pa3iMyHbIME METOAAMH NPOOONOATOTOBKU
B pacy€éTe HA OJHY MPOOY
The list and estimated cost of reagents for the determination of OChPs in rice by various sample preparation methods per sample

PeakTus T'OCT 31481-2012*% | TOCT 32194—-2013** PCXH DBII | EFC

Chemicals I, M | g, mL T, M | g, mL r,Mia|g, mL | r,mia|g, mL
CH;CN 10.04 3,5
CsHis 13 105 2 0,2
(CH;),CO 250
(C,H;5),0 0,5
CH,Cl, 230
HCOOH 0.002
H,SO, (xoHuIeHTpUpOBaHHad | concentrated) 5 0,1
MgSO, 4.6
Na,SO, 5 20
NaCl 20 1
C¢HeNa3;0; « 2H,0 tpéx3zaMeléHHbIN HUTpaT HATPUsS AUTHAPAT 1

tri-substituted sodium citrate dihydrate
CsHsNayO5 * 1,5H,0 nByxzamMem€HHbIN IUTpaT HaTpus TIOJyTOparuapat 0.5
bisubstituted sodium citrate one and a half hydrate

Cop6Genr Bondesil-PSA | Bondesil-PSA sorbent 0.1
Cop6enr cumkareb 60 (63—200 Mkm) | Sorbent silica gel 60 (63—200 microns) 5 0.1
CrouMocTs, py6./mpobda | Cost, RUB/sample 18 613 364 13

lIpuMeuvaHwue. * — npuMeHsIOT anmapat u3 crekia ATl njis 9KCTpakKIMyM ¥ OYUCTKM IKCTPAKTOB MECTULIMIOB, NEIUTEIbHYI0 BOPOHKY
M POTALIMOHHBIN MCHAPUTENb; ** — MPUMEHSIOT PUIbTPOBaHUE ALETOHOBOTO 3KCTpaKTa Ha ycTaHOBKe BloxHepa, mepesakcTpakuuio
B AUXJOpPMETaH, KOJJOHOUYHYIO OUYMCTKY Ha CUJIMKaresie U POTAllMOHHBIN UCITaApUTENb.

Note: * — there are used glass apparatus APL for the extraction and purification of pesticide extracts, a dividing funnel and a rotary evaporator;
** _ acetone extract filtration at the Buchner-apparatus, re-extraction into dichloromethane, silica gel column cleaning and a rotary evaporator

are used.

CornacnHo apyromy metony (IFOCT 32194—2013), mig ycTpa-
HEHUS MPUPOIHOTo (POHA COIKCTPAKTUBHBIX BELIECTB MOJyJae-
MBIl allETOHOBBIN SKCTPAKT U3 prca MTOIBEPTaIOT MepedKCTpaK-
LIUY B AUXJIOPMETAH C TOCIEAYIONIe KOJTOHOYHOM OYMCTKOM Ha
cuiikaresie. B naHHo# TpoGONOAroTOBKE BCE ATAMbl MTPOLIELYPhI
JIOBOJIBHO TPYZIO3aTPaTHHI U TPEOYIOT CIIEIMAIBHOM TTOATOTOBKHU
omneparopa. [Tomumo 3Toro, Kak cienyer u3 Tabi. 1, pacxomyer-
cs1 3HAYMTENIbHOE KOJIMIECTBO PACTBOPUTENIC (alleTOH, TeKcaH,
IUXJIOpMETaH), peaKTUBOB M pPacXOXHBIX MarepuanaoB. Kpome
TOr0, HEOOXOIUM TIOCTOSTHHBIM KOHTPOJIb KauecTBa MPUMEHsIe-
MBIX PEaKTUBOB.

IIpuMmepHO ABaguATh JEeT Has3ad ObLI IPEMIOXKEH M HallEn
IIMPOKOE pacripocTpaHeHue 3a pyoexkom [10], a 3atem u B Poc-
cUM el ONMH METOI MPOOOMOATOTOBKH, MOJyYUBIINI Ha3Ba-
Hue QUEChERS (Quick, Easy, Cheap, Effective, Rugged and
Safe — 6BICTpO, TIPOCTO, AENIEBO, 3 PEKTUBHO, HANEXKHO U 630~
MacHo). DTOT METOM HAMpsIMYIO [5], a TaKKe B HEKOTOPBIX BapH-
anusx (Meromuka Poccenbxo3Ham3opa') peKoMeHAyeTcs: U ceii-
yac B Poccuiickoit @enepannu npu onpenenennn XOIT B puce.
OnHako B Hacrosee BpeMst ctouMocTh komiiekra QUEChERS
(VetexQ) nns aHanuza 25 npo6 npesbiiiaet 14 Teic. pyoieid, To
ecTb 6omnee 550 py6./mpobda. CpaBHUTENIBHO OOJIBINON HAOOP pe-
aKTMBOB JIJIS MCCIEIOBaHUS MPOOBI prca IO 3TO MeToIMKe, Kak
BMIHO U3 Tabj. 1, Takke TpeOyeT 3HAYUTEIbHBIX 3aTpaT B OTIIM-
yue oT Metona DBII, pa3paboTaHHOTO B pe3y/IbTaTe HACTOSIIETO
HCCIIeOBaHUS.

CienyeT 3aMeTHTh, YTO TMPEIIOXKEHHYIO TPOLECIypy MpO-
OOIOArOTOBKM aHa/M3a puca MOXHO ObUIO ObI COKpPaTUTh M
OTPaHUYMTBCA TOJIBKO omHUM 3TanmoMm DBIl ¢ ymapuBaHueM
(KOHLIEHTPUPOBAHUEM) TTOTYYCHHOTO alleTOHUTPUI-3TOKCUITA-
HOBOTO 3KCTPaKTa B HEOOXOAMMOE KOJIMUECTBO KpaT, MOCKOJIbKY
ero Macca cocrasisert 1,45 £ 0,05 T, To ectb 60J1ee 1,5 M. OgHa-

KO, KaK BUIHO M3 CPaBHEHUST XpOMATOTPaMM, MPEICTaBICHHBIX
Ha puc. 3 u 4 (cM. Ha BKJIeliKe), TPUMEHEHNE CTaaIuM CEPHOKHUC-
JIOTHOU OYUCTKHU C TIPENBAPUTEIHLHBIM YIIapyBaHUEM IKCTPAKTa
U PACTBOPEHMEM €ro B TeKCaHe MPUBOIUT K MPAKTUYECKU TOJ-
HOMY YCTpaHEHUIO XpoMaTorpaduyeckoro hoHa COIKCTPAKTUB-
HBIX BEIIECTB.

Ha nam B3misia, 3To Aa€T BO3MOXHOCTb HE TOJIBKO 0OoJjiee
HaIEXHO MIESHTU(DUIIMPOBATH XJIOPOPTAaHWYECKUE TIECTUIIUIBI,
HO M KOPPEKTHO MPOBOIUTH UX KOJIUYECTBEHHOE OTpeleIeHNe.
Kpome Toro, BbINOTHEHUE YKa3aHHOU CTaauu B PEXUME IKC-
TPaKIIMOHHOTO BRIMOPAXXMWBaHUS MpH TeMrepatype muHyc 30 °C
0osiee BBITOAHO, Y€M B BapUaHTE XUAKOCTb-XKUIKOCTHOU 3KC-
Tpakuuu [11], mocsae KOTOpoil reKCaHOBBII 9KCTPAKT TIIATEbHO
OCBOOOXAIOT OT CEPHOIN KUCIOThI, HEOAHOKPATHO TPOMBIBAsI
pPacTBOPOM COABI U BOABI C IMOCIENYIOLIUM 00€3BOKMBAHHUEM.
B pa3zpaboTtaHHoOit HaMU METOIVKE OUMIIaeMBbIil OT GaiacTa co-
9KCTPAKTUBHBIX KOMIIOHEHTOB C TTOMOILIbI0 DB He3amepaatouii
B OTHUX YCJIOBMSIX TeKCAHOBBIN 9KCTPAKT 63 KaKUX-TM00 3aTpy-
HEeHUI IeKaHTUPYIOT C 3aTBEPAEBILETO CJIOSI CEPHON KUCIOTHI,
YETKO BBIACIISIONIEIOCsS OypO-KOPUYHEBBIM LIBETOM (CM. puc. 2).
Kaxk mokaseiBaeT yHUBepcaabHasi WHAMKATOpHAs Oymara, 3Kc-
TPaKT HE CONEPXKUT ceqoB KUCIOThl. Boma B 3KcTpakTe mpu
TaKOW HU3KOM TeMIlepaType TakKe IMPaKTUIECKU OTCYTCTBYET
(menee 0,01% [12]), cnenoBatebHO, OUMIIIEHHBIN TAHHBIM CTIO-
coOOM TeKCaHOBBI IKCTPAKT Cpa3y MOXKET OBbITb MOABEPTHYT
I'X-uccnenosanuto.

PazpabGoTtaHHblli METON MPOTECTUPOBAH YYaCTUEM B MEX-
J1abOpaTOPHBIX CAMYUTETBHBIX UCTIbITAHUAX B 2023 T. Mo omnpe-
NeJIEHUIO TToKa3aresieil KauecTBa U 6e30TacCHOCTU TTPOTPaMMBL
MCH Ne KP-2023/1/2 «Kpyna, myka rpydooro nomMosa, rpaHy-
JIBI ¥ TIPOYME TIPOAYKTHI M3 36 PHOBBIX KYJBTYP (PHC)», OCYIIEeCT-
BI€HHOI mpoBaiinepoM MCHU ABTOHOMHOI HEKOMMEPYECKOI
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METHODS OF HYGIENIC AND EXPERIMENTAL INVESTIGATIONS

Original article

Taonuma 2 / Table 2

Pe3yabTaThl yyacTus 1a60paTOpUM B MEKIAG0PATOPHBIX CIMYNTEIBHBIX HCIBITAHUAX B 2023 1. 10 ONpeie/ieHnIo oKa3aTeJieil KayecTsa
u 0e3onacHoctu nporpammel KP-2023/1/2 «Kpyna, myka rpy0ooro nomoJia, rpanyJibl ¥ IpoYHe NPOAYKTHI U3 3ePHOBBIX KYJIbTYP (pHc)»

The results of the participation of the Laboratory in interlaboratory comparison tests in 2023 to determine the quality and safety parameters
of the KR-2023/1/2 program "Cereals, coarse flour, granules, and other products from cereals (rice)"

O6bekr MCH-KP-2023/1/2/X, MCU-KP-2023/1/2/1 | Object MSI-GR-2023/1/2/X, MSI-GR-2023/1/2/P

OnpenensieMblii MOKa3aTeb (TI€CTHIN)

Oopasen kourpoas MCHU-KP-2023/1/2 | Control sample MSI-GR-2023/1/2

Detected analyte (pesticide)

ITpunucannoe 3uavenne, X | Pesyisrar ncnbiTanuii

3nauenne Z-unaekca |  OueHka pe3y/ibTaTOB HCTLITAHUS

Assigned value, X Test result Z-index value Test results evaluation
4,4-IAD, Mkr/Kr | 4,4-DDE, u/kg 42.14 34.00 —0.6 VoBeTBOPUTENBHO | Acceptable
4,4-JIA1, Mkr/Kr | 4,4-DDD, p/kg 48.76 37.00 —-0.9 V10BIETBOPUTENBHO | Acceptable
ramma-IXIT, mxr/kr | y-HCCH, u/kg 56.03 41.00 —0.8 Vi1oBJIeTBOPUTENLHO | Acceptable

anbda-TXIT, mxr/kr | a-HCCH, u/kg —
6era-IXIT, mxr/kr | B-HCCH, u/kg —
4,4-I0T, mxr/Kkr | 4,4-DDT, p/kg -

V10BJIETBOPUTEILHO | Acceptable
V0BJIETBOPUTEIIBHO | Acceptable

Y 10BJIeTBOPHUTEIIBHO | Acceptable

opraamsanmeii «POCCUMCKAS CHCTEMA KAYECTBA
(POCKAYECTBO)» yHuKanbHBIE HOMEp 3amucu 00 aKKpe-
IUTallMM B peecTpe akkpeauToBaHHbIX Jiull RA.RU.430279.
Pesynbratsl mpeactaBiaeHbl B Ta0. 2.

YIOBIETBOPUTEILHOE COOTBETCTBUE pe3yJibTaTa oIpenese-
Hust XOIT nmpunucaHHbIM 3HAaYEHUSIM B TIpeACTaBIeHHOM 00pa3-
1€ ¥ XOJOCTBIX Mpobax prca CBUAETEILCTBYET O TOM, UTO IpEI-
JlaraeMblii METOIl OTBeYaeT TpeOoBaHUSIM TOYHOCTU. Kak ciemyer
3 Tabi. 2, abCOMOTHOE 3HAYeHUE Z-UHIEKCA, UCIIOJIb3yeMOTo
B IIporpaMMe KpUTEpUsI KauyecTBa BBIMOJHEHHBIX M3MEPEHUIA,
He npeBbicuIo 1.

K orpannueHmnsiM pa3paboTaHHON METOIUKU MPOOOTOATo-
TOBKH, MTO-BUAMMOMY, CJIeAyeT OTHECTH OTCYTCTBME BO3MOXHO-
CTU IIPUMEHEHUS 3KCTPAreHTOB C IUIOTHOCTBIO, MPEBBIIIAOIICH
TUIOTHOCTH BOJIbI, TO €CTh Oosiee 1 T/MJI, HampuMep, TPaIUIIMOH-
HO WCITOJIB3YeMBIX B XUMIUIECKOM aHAJIN3e IaJOTeHCOIepKAIINX
METaHOB. DTO CBSI3aHO CO CHeIU(UKON IpemTaracMoil TeXHO-
JIOTUYECKOM CXeMbl, OCHOBaHHOM Ha (POPMUPOBAHUU KUIKOU
¢asbl mosyyaemoro B pesysbrate DBII skcTpakTa Ha MmoBepx-
HOCTHM 3aTBepeBIleil Bogocoaepxalleil MaTpulibl. Kpome Toro,
JOTIOJTHUTENIEHBIM BaXXKHBIM TpeOOBaHMEM K KCTPAreHTY SIBJISI-
€TCSI MMHUMAJIbHAsI paCTBOPMMOCTh B HEM Boabl. TakuM oOpa-
30M, NepcrnekTruBa pa3BuTtus metoaa DBLI cBsizaHa ¢ ycTpaHeHU-
€M HEeIIOCTATKOB, B TOM YKCJIe ¥ YKa3aHHBIX BHIIIIE.

3aKino4yeHue

PaszpaboraHa MeToanka ObICTPOro KOJIMYECTBEHHOIO OIpe-
JeJICHUST XJIOPOPTaHUYECKUX MECTULIUAOB M UX METabOJIUTOB B
3epHOBOM puce. IIpenBapurenbHast TOATOTOBKA IMPOO K ra3ox-
pomaTorpaduIecKoMy HMCCISIOBaHUIO OCHOBaHAa Ha CIIOCO0e
SKCTPAKIIMOHHOTO BBIMOPAXMBAHUS B YCJIOBUSX LIEHTPUDY-

rupoBaHus obpasua. IS ycTpaHeHUS MEIaroIero BIUSHUS
CODKCTPAKTUBHBIX BEILIECTB JOIMOJHUTEIBHO MPEIyCMOTPEH
3Tarl CEPHOKUCIOTHOM OYMCTKU. 3a CYET MPOCTOTHI U CKOPO-
CTH TIPOOOTOATOTOBKM 00IIee BpeMsl aHaIM3a OMHOM IpOOHI
He mpeBbiaer 1,5 4, U3 KOTOPBIX 3Tam MOATOTOBKU ITPOOBI
3aHMMaeT MeHee 1 4. MeTonm oTBedyaeT TpeOOBAaHUSAM CaHHUTAp-
HO-TUTUEHNYECKOTO KOHTPOJIS T10 MpeaeTy OOHapyXeHu s, 06e-
cneuuBas onpeaenaenue JAT, A0, 1D u uzomepon I'XLT
Huke yctaHoBieHHoM [T[1K. O61amaeT BEICOKOI CXOAUMOCTBIO
B MapaJlJIeJIbHBIX ONpPeAeIeHUSIX, OTHOCUTEIbHAS TOTPEIIHOCTh
He mnpeBbimaetr 20%. IlepcreKTUBBI MPUMEHEHUST pa3pabo-
TaHHOM METOIVKM aHaJIM3a CBSI3aHBI C PACIIMPEHUEM CITEKTpa
ornpeaesieMblX TOKCUKaHTOB.

BuiromHble KauecTBa M MIPEUMYIIECTBA TIPEAIOXKEHHOTO Me-
TOMa aHaJIU3a:

* WCKJIIOYEHBI 3aHUMAIOIIUE 3HAYUTEbHOE BpeMsI MaHUITYJIsI-
LINU C TIPOOO0IA U SKCTPAKTOM, CBSI3aHHBIC ¢ (DMIIBTPOBAHUEM,
00e3BOXMBAHUEM U TIP.;

MpoLeaAypa IMPocTa, OTCYTCTBYIOT AOMOJTHUTEIbHEBIE TPEOOBa-
HUS K KBaTM(UKALIMY CIIELIUAIACTA;

HEBBICOKAsl CTOMMOCTb PACXOIHBIX MaTepHalioB, XUMHUYE-
CKOM TTOCYIbI ¥ PEaKTUBOB (OTCYTCTBUE OCYIIUTENICH, (DI~
TPOB, IOTIOJTHUTEIbHBIX MAaTEPHAJIOB);

TapMOHUPYET C TPeOOBAHUSAMU <«3€JIEHON XUMUM», TaK KakK
OTCYTCTBYET HEOOXOIUMOCTb CIELIMAJIbHON YTHIM3alMU
MOJMMEPHBIX MaTepPUAJIOB M MHBIX OTXOAOB B OTJIMYME, Ha-
MpUMep, OT TBepA0(ha3HOM IKCTPAKLINU; 0OBEM IKCTpareHTa
MUHUMAJICH;

MPOOOMOArOTOBKA K 3TaIly ra30XpoMaTorpauyecKoro omnpe-
IIeJICHUS BBHITIOJIHSIETCS TIPY OTPUIIATEIbHBIX TeMIlepaTypax,
YTO yJy4lllaeT yCJAOBUsI Tpyda, YMEHbIIasl JETy4yeCTb PacTBO-
puTeseit 1 KOMITOHEHTOB UCCIelyeMO TTPOOHI.
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K crarbe B.H. bextepesa u coasr.
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Cxema aHanusa / Analysis scheme

0,5 mn aTokcuaTaH

0.5 mL ethoxyethane
3 r HaBecka puca ﬂ' 7 mn 50% aueToHUTpun
3 g of a sample of rice Eb@j 7 mL 50% acetonitrile

>

L\
| 9BL
]

OBLU-akcTpakT D
extract % ]/\[

nén
Ice Ynapunu gocyxa, pactsopunu B rekcaHe, Aobasmnu H,SO,
Evaporated to dry, dissolved in hexane, added H.SO4

Puc. 1. Cxema MeTOAMKN ONpeAeneHus ocTaToyHbIX Konuyects XOM B puce ¢ NOMOLLbIO 3KCTPAKLMOHHOIO BbIMOPAXXWBAHUA W JOMOMHUTENbHON
CEPHOKMCNIOTHON 04NCTKOM 3KCTpakTa. IBL, — 3KCTPaKLMOHHOE BbIMOpPAXUBaHUE, B TOM YUCIIE B PeXUMe LeHTpudyruposanus; MNX-33[ — rasosblit
Xxpomatorpad ¢ 3neKTpOHO3aXBaTHbIM LETEKTOPOM.

Fig. 1. The scheme of the method for detecting the residual amounts of organochlorine pesticides (OChPs) in rice using extractive freezing-out and
additional sulfuric acid purification of the extract. 3BL| — extraction freezing, including in the centrifugation mode. I'X-33[ — gas chromatograph with
electron capture detector.

Puc. 2. doTtorpachun oTaenbHbix atanos nposegeHuns IBLI-n3sneveHns XOM n3 npobbl puca n CTaguu CEPHOKMCIOTHO! 0YMCTKN 3KCTPAKTa OT COIK-
CTPAKTMBHbIX KOMNOHEHTOB Nepej razoxpomatorpaduyeckum onpegenennem: a — IBL-akeTpakT puca (aueToHuTpun + admp); 6 — 3BL-akcTpakT
puca, ynapeHHbI 1 pacTBOPEHHbIA B reKcaHe, ¢ LO6aBKOW CEPHON KUCNOTbI; B — O4ULLEHHbIA FEKCAHOBbIA 3KCTPAKT (CNEBA) U CEPHOKMCNOTHASA YaCTb
o6pasua nocne 3B (cnpasa).

Fig. 2. Photographs of certain stages of EFC-extraction of OChPs from a rice sample and the stage of sulfuric acid purification of the extract from
co-extractive components before gas chromatographic determination: a — EFC-rice extract (acetonitrile+ether); 6 — EFC-rice extract, evaporated and
dissolved in hexane, with the addition of sulfuric acid; 8 — purified hexane extract (left) and sulfuric acid part of the sample after EF (right).
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K cratee B.H. bextepesa u coasrT.
To the article by Viktor N. Bekhterev et al.
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Puc. 3. XpomaTorpamma 3kctpakta npo6bl puca, noay4eHHOro ogHOKpaTHOM npoueaypoi 3BL ¢ go6askon AT, 443, AOL v nsomepos XL
(copepxanue 0,03 MI/Kr Ka>K4oro) 1 ynapeHHOro B YeTblpe pa3a B TOKe BO3AyXa 63 CTafun CEPHOKUCIIOTHOM OYUCTKI OT COKCTPAKTUBHBIX BELLECTB.

Fig. 3. Chromatogram of an extract of a rice sample obtained by a single EFC procedure with the addition of DDT, DDE, DDD, and HCCH isomers (content

0B.41

1207

15.73

19.39 2305

26.72

0.03 mg/kg each) and evaporated four times in an air stream without a stage of sulfuric acid purification from co-extractive substances.
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Puc. 4. XpomaTorpamma rekcaHoBOro 3kctpakTa npo6bl puca, noay4eHHOro B COrnacHo pas3paboTaHHOW MeToAKUKe ¢ OAHOKPATHON npoueaypoii IBL|
c po6askon OOT, 043, A0 n nsomepos IXUI (copepxanne 0,03 Mr/Kr KaXA0ro), BKNo4as CTaguio CEPHOKUCNOTHON OYNCTKN OT CO3KCTPAKTUBHbIX

BELLIECTB.

Fig. 4. Chromatogram of the hexane extract of a rice sample obtained in accordance with the developed method with a single EFC procedure with the
addition of DDT, DDE, DDD and HCCH isomers (content 0.03 mg/kg each), including the stage of sulfuric acid purification from co-extractive substances.
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