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PABPABOTKA SKCTPAKIITMOHHOM METOAUKHA IMTPOBONOAT OTOBKH
PACTUTEJIBHBIX MACEJI ITPAU OITPEAEJIEHUUN OCTATOYHbBIX KOJIMYECTB
HNECTUIIN 0B KJIACCA HEOHUKOTUHOU /0B

IIpu Temnepatype 20 + 1 °C B pa3aH4HBIX SKCTPAKIIMOHHBIX CHCTEMAaX U3YUYCHO paclpeeieHue HHCEKTHIINIOB Ki1acca
HEOHUKOTHHOUIOB (aLETaMUIIPU, KJIOTHAHUANH, UMHUIAKIONPU, THAKJIONPHUA, THAMETOKCaM). PaccyMTaHbl KOHCTaHTBI
U K03 GUIMEHTBI pacipeeleH s ECTUIIMI0B MEKIY TeKCAHOM U TOISApHOM (a30i, a TakKe ParcoBbIM MACIIOM M HOJISAP-
HO#1 (hazoii. Ha ocHOBe KCIIeprMEHTAIbHBIX JaHHBIX pa3padoTaHa METOJUKA OMPE/ISICHHS OCTATOYHBIX KOJHUYSCTB HEOHH-
KOTMHOWJIOB B PAIiCOBOM, ITOICOTHEYHOM, JIGHSTHOM U OJIMBKOBOM MaciiaX METOJI0M BBICOKOI()(HEKTUBHOM )M IKOCTHON XPO-
Marorpaduu ¢ AMOJHO-MaTPUIHBIM AETEKTUPOBAHHEM. DKCTPAKIIHOHHASI METOANKA TPOOOIIOATOTOBKH OTINYAETCS IIPOCTO-
TOW MICHOJIHEHUSI, MaJIBIM PAacXOJ0M PEaKTHBOB, SKCIPECCHOCTHIO M 00ecleuynBaeT MOIydYeHNe XpoMaTorpaMM 0e3 MHKOB,
UHTepGEPUPYIONNX C NMHKAMHU OIpEAeNIsIeMBIX BellecTB. Pa3paboTaHHass METOANKA IO3BOJSET ONPEAEISTh IECTHUIIHIBI
KJIacca HEOHMKOTHHOUIOB Ha yPOBHE HIKE MAKCHMAJIBHO JOITYCTHMOTO M XapaKTEPU3yeTCs CTEIIEHBIO U3BJICUECHUS OIpeie-
JIsieMBIX BemecTs 0oiee 80 %.

Kniouesvle crosa: npoOONOATrOTOBKA, PACTUTEIBLHOE MACJI0, KOHCTAHTA PACIIPE/ICIICHU S, HOOHUKOTHHOU, IECTUIIH /L.
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DEVELOPMENT OF THE EXTRACTION METHOD OF SAMPLE PREPARATION FOR DETERMINATION
OF NEONICOTINOID INSECTICIDE RESIDUES IN VEGETABLE OILS

The distribution of neonicotinoid insecticides (acetamiprid, clothianidin, imidacloprid, thiacloprid, thiamethoxam) in
different extraction systems has been studied at 20 + 1°C. Distribution constants (P) and distribution ratios (D) of pesticides
between hexane and the polar phase, rapeseed oil and the polar phase have been calculated. Based on the experimental data,
the sample preparation technique has been developed for the determination of neonicotinoid residues in rapeseed, sunflower,
linseed and olive oils by high performance liquid chromatography with diode array detection. The extraction method of
sample preparation is simple, low reagent and time consuming, and provides chromathograms without analyte peak inter-
ference. The recoveries of pesticides from plant matrices are more than 80%. The method allows to determine neonicotinoid
insecticides at concentrations below maximum residue levels established in the Republic of Belarus for vegetable oils.

Keywords: sample preparation, vegetable oil, distribution constant, neonicotinoid, pesticide.

BBenenue. [lecTunuasl kjaacca HECOHUKOTUHOUJOB B HACTOSILIEE BPEMS SIBISIOTCSA ONHUMU U3 Hau-
Oonee pacrpocTpaHeHHBIX U d()(OEKTUBHBIX MHCEKTHIIUIOB, TPUMEHIEMBIX B CUCTEME 3all[UThl Mac-
JTUYHBIX KyJIsTyp [1]. B TO ke Bpems uX mpuMeHeHHe 00yCIOBIMBAET HEOOXOIUMOCTh KOHTPOIHPO-
BaTh OCTATOYHBIE KOJTMYECTBA HEOHMKOTHHOMIOB B TIOTy4aeMOl TPOAYKINH [2].

K macTosimeMy BpeMeH! W3BECTHHI IECITKH METOJOB ONPENEICHUS OCTATOUHBIX KOJIMYECTB TIECTH-
IIUJIOB KJIacca HEOHUKOTUHOUIOB B PACTUTEIIBHBIX Maciax [3—15]. IMeroTcss METOMBI OTIpeIeIICHHS KaKk
OTHENbHBIX BemecTB [3—11], Tak U TPYNIOBLIE METOIBI, TIO3BOJISIONINE OTHOBPEMEHHO OMPEACIATh OT
JIBYX U 00Jiee HCOHMKOTUHOWAOB [12, 13] 10 HECKOIBKHUX MECATKOB MecTUIUI0B [14—17], oTHOCAIIMXCS

© Basu M. @., 2017



58 Becni Hanpistnanpnaii akagomii HaByk benapyci. Cepbist XiMigabIX HaByk. 2017. Ne 1. C. 57-65

K pa3HbIM XUMHUYECKUM Kiaccam. [Ipu 3Tom nopasiisitoniee OOMBIIMHCTBO METOIUK TTPOOOITOITOTOBKH
3aKJIFOYAETCSl B DKCTPAKIUU (OT OAHO- N0 3-KpaTHOW) MECTUIUAOB U3 pa30aBICHHBIX TEKCAHOM WU
Hepa30aBJICHHBIX PACTUTENBHBIX Macell aneToHuTpuiioM [3, 512, 14—16]. Muoraa B MeTomax mpucyT-
CTBYeT J00aBJICHNE HA CTaJANH W3BJICUCHHS W3 Macia alleTOHUTPUioM Boxabl [14, 15], kucmot [15, 16],
HEOPraHMYECKMX M OPraHUYECKUX conel (0e3B0aHOrO anerara HaTpus, 6espoanoro MgSO,, NaCl) [12,
14, 15]. Yamie Bcero mpu 3TOM IPOUCXOIUT 3HaunuTelbHOE (10 30 pa3) pazbaBicHUE OMpeCIIeMbIX Be-
mectB. Cirydan, Korja pa30aBiieHIe aHAJIUTOB HAa CTAIUH U3BJICUCHUS U3 Macja HE MPOUCXOIHT, €1~
HuyHbl [13, 15, 16]. CTOUT OTMETUTH MOMNBITKH UCIOJIB30BATh JJI SKCTPAKIIMH HEOHUKOTHHOUIOB U3
Macia Bofbl [4] 1 cmecu Boga—aneToH [13]. OxHako B mepBoM ciiydae 00pasIibl MOCIe SIKCTPAKIIUH T10-
JyYarTCsl IOCTATOUYHO pa30aBJICHHBIMU, & BO BTOPOM — COZEPKAT OOJIBIIOE KOTUYECTBO MATPUUYHBIX
KOMITOHEHTOB, TPEMSITCTBYIOMNUX HETOCPEACTBEHHOMY HHCTPYMEHTAJIBRHOMY aHAIM3y ITOJyYaeMbIX
AKCTPaKTOB. JlJIsi KOHIIEHTPUPOBAHMS HKCTPAKTOB YACTO MPUOETAIOT K PEIKCTPAKIIMH U3 BOAHBIX pac-
TBOPOB XJIopoopmoM [13] unu XIoprcThiM MeTHIIeHOM [4, 16], yapuBaHHIO SKCTPAKTOB HA POTOPHOM
BaKyyMHOM HCIIApUTEJIC U BBIIYBAHUIO B TOKE a30Ta. [[J OYUCTKHU ASKCTPAKTOB HCIOIB3YIOT METOM
JKUIKOCTHOW DKCTPAKIIUHU, a TAKXKE OYMCTKY Ha KOJOHKAX MW KapTpuKax ¢ cuiaukarenem [3—10].
JI0BOIEHO YacTO MPHUMEHSIIOT TpadUTH3NpOBaHHYIO caxy [l11], a Takke Takme copOeHTsl, kak C18
u PSA [14], npencraBistonue co00i cuIUKareiab ¢ TPUBUTHIME COOTBETCTBEHHO OKTAa/IEKaHOMJIbHBI-
MU U aMUHOATHJIMMUHOI PONIUIIBHBIMU PaIUKATIAMH.

Takum 00pa3om, mojassstonee OOJBITUHCTBO METOIAUK ITPOOOIOATOTOBKHY MTPH OIPEICICHUN HEO-
HUKOTHHOW/IOB B PACTUTEIBHBIX MacliaxX MPEeACTaBIsIeT COO0H TpyIoeMKHe, MHOTOCTaNITHBIE TTPOIIeC-
CBhI ¢ OOJIBITUMHU BPEMEHHBIMH M MaTepUIBHBIME 3aTparamMu. OCOOCHHOCTBIO MMEIOIINXCS paboT 1o
pa3paboTKe METOIMK ONPEACICHUS MUKPOKOJINYECTB MECTUIUIOB B KOHTPOJIUPYEMON MPOAYKIIUH SIB-
JISIETCSL AMITUPUYCSCKUHN TTOXO B BBIOOPE SIKCTPAreHTOB M METOJIOB OYMCTKH, & TAKIKE MOIBITKH PaCIIpPO-
CTpaHEHUS IMCIOITUXCS METOINK Ha 00JIee MUPOKUHA KPYT ONPEACIISIEMBIX BEIIESCTB U aHAJIU3UPYEMBIX
Matpull. CHCTEeMaTHYECKOe UCCIIeIOBAHNE ITOBEIEHUS TIECTUIIHIOB M MATPUYHBIX KOMITIOHEHTOB B JKC-
TPAKIIMOHHBIX CHCTEMaXx C IIeJIbI0 HAIIPABJICHHOTO BBHIOOPA YCIOBUN CEJICKTHUBHOTO M3BJICUCHUS OIpe-
JIEISIEMBIX TEeCTHIIU0B U OTACICHUS MEIMIAIONIUX TMOCICIYIOMEMY aHAIU3y KOMIIOHCHTOB MAaTPHUIIBI
O0OBIYHO HE TIPOBOJUTCS, XOTS SAUHUIHBIC PAOOTHI B 9TOM HaIIPaBJICHUH H3BECTHHI [16].

Lens HacTosmel paboTeI — pa3paboTKa MPOCTOM, ACMIEBON W CEIIEKTUBHON METOXMKH OHOBpE-
MEHHOTI'O OIPEIEICHUS] HHCEKTUIIUOB KIacca HEOHUKOTUHOUIOB B PACTUTENBHBIX MaciaaX Ha OCHOBE
3aKOHOMEPHOCTEH IKCTPAKIINH OMPEACTSIEMbIX IECTULIHAOB B PA3IMUYHBIX IKCTPAKIMOHHBIX CHCTEMAX.

Peaxkmuevt u ooopyoosanue. B Hactosieii paboTe HCIONB30BAIM AHAJUTHYCCKUE CTaHIAPThI
5 MECTUIMIOB KJIacca HEOHUKOTHHOUIOB (pHrcC. 1), 0CTaTOYHBIE KOIWYECTBA KOTOPBIX KOHTPOIHPYIOTCS
B CEIbCKOXO3SHUCTBEHHON MPOJYKIMH B JIA0OPATOPUH JMHAMHUKH MECTHIHIOB MHCTUTyTa 3alluThI
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Fig. 1. Structures of neonicotinoid insecticides
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pactenuii (a/r [lpunyku, Munckuii p-u, benapycs). CTanapTHbIe BEIIECTBA C COACPKAHUEM OCHOBHO-
ro BemecTBa >99 % Oputn npenocrasiensl pupmamun ADAMA, Kemunosa, Cunrenra, baiiep.

MarouHble cTaHAapTHBIE PACTBOPHI HEOHMKOTHHOUIOB ¢ cofepkanreM 100 MKT/MII TOTOBHIIH B alle-
TOHUTpHIIE. J{7I WcciaenqoBaHmil TakyKe UCIIONB30BATH CIIEAYIONIE BEIIeCTBA U PEAKTUBEI: alleTOHU-
tpua, HPLC Gradient Grade; rekcan (X.4.); METHJICH XJIOPUCTHIN (X.4.); BOIA ACHOHU3UPOBaHHAas (THT 1
u Tun 3); kucaora oprodpochopuas (85 %); kucnoTa consiHas (X.4., 36,5 %); GuAbTPHI TehIOHOBBIE AT
BOXX ¢ guameTrpom nop 0,20 Mxm.

Ycnosus xpomamozpaguposanus. Xpomarorpapuueckuii aHaiu3 MTPOBOIUIN Ha BBICOKOA(D(Dek-
TUBHOM x)uaKocTHOM xpomatorpade «HP 1100» («tHEWLETT PACKARDY) ¢ nuogHo-mMaTpuuHbIM
JISTEKTOpPOM W mporpaMMHbIM obOecrieduenrneM HP ChemStation. Xpomarorpaduueckoe pasziencHue
MPOBOJMIIN HA CTaNbHOW KOJIOHKE, AJTMHON 15 cM, BHYTpEHHUM AuaMeTpoM 2,1 MM, 3alI0THEHHOH (a-
30ii Kinetex® EVO C18 ¢ pasmepom yacTuil 2,6 MkM 1 pazmepoM nop 100 A.

Temneparypa kononku — 35°C; Bpems ananusza — 29 muH. [logsumxubie ¢aszsl aiist BOXKX: Nel —
0,02 M pactBop (octhopHOI KHCIOTH B IeMOHN3NPOBaHHOH Bojie; No2 — aneroruTpuii, HPLC Gradient
Grade. CkopocTs noToka smtoenTta — 0,15 ma/MuH.

OronpoBaHNe TIPOBOIAITN B TPAJJUEHTHOM pexxnMe. B MOMeHT BBoz1a TPOOBI 00BEMHOE COOTHOIIIE-
Hue moaABMXKHBIX (a3 Nel u 2 coctaBmsuio 85—-15. Ot MoMeHnTa BBOza mpooOs! 1o 10,0 MuH comepikanue
noaBrKHOW (azel Ne2 yBenuuuBaioch ot 15 mo 45 % u ocraBaniock nmoctosstHHOH 70 18,0 MuH, 3aTem
YMEHBIIAIOCh 10 15 % B Teuenue 0,1 MUH U Jajee 0CTaBaIOCh MOCTOSHHBIM.

Paboune nnuabl BoMH: 246 HM — [J1 ONPECIICHUS alleTaMUNpPUIa U THaKkaonpuaa; 270 HM — ais
oTpeeNeH!sl UMUJaKIJIONpHUa, KIOTHAHUMHA U THAMETOKcama.

st mocTpoeHus TpagyHupOBOYHOrO rpaduka B HHKEKTOp Xpomarorpada BBoauau mo 20 MK pa-
00Yero CTaHIApTHOTO PacTBOpPa CMECH HEOHMKOTHHOMJIOB ¢ KoHIeHTpamusmu 10,0; 5,00; 1,00; 0,200;
0,100 Mxr/ma. OcyIecTBISUIM HE MEHEE TPEX NapajuIeNbHbIX U3MEPEHUN U HAXOJUIM Cpe/lHee 3Have-
HUE TUIOIIA XPOMAaTorpaduyeckoro muKa I Kak10i KoHIeHTpanuu. CTPOMIH TpayHpOBOYHBIN
rpaduK 3aBHCHMOCTH TLIOMIaIeld XpoMaTorpaudecKux MUKOB OT KOHIICHTPAIINH COSTUHEHUH B pac-
TBOpe (MKT/MI). UneHTndukannio HEOHUKOTHHONIOB TTPOBOJIUIIN TT0 COTIOCTABJICHUIO BPEMEH U yIIep-
JKWBAaHHS TUKOB HA XpOMAaTOI'paMMe C BpEeMEHEM YIepKMBaHUS MTIKOB CTaHIapTOB. BpeMs BpIX0o1a TH-
ametokcama coctapisio 7,38 £ 0,04 mwuH; xkmotuanuauHa — 10,27 + 0,06 MuH; UMHAAKIONpPHUIA —
11,27 + 0,03 mun; anetamunpuaa — 12,89 + 0,04 mun, Tuaxknonpuga — 15,29 + 0,03 mun.

[Ipu faHHBIX YCIOBUSAX TMHEWHBIN 1HaNa30H IeTeKTUPOBAaHN I HEOHUKOTHHOUIOB cocTaBisii 2,00—
200 Hr, 4TOo pU 0O6BeMe BBoAA TPOOBI 20 MKJT COOTBETCTBYET KOHIICHTPAIIMH HEOHUKOTHHOU/IOB B aHa-
muzupyemoM pactsope 0,100-10,0 mr/in. KoadduipeHTs 1eTepMUHALINY FPATyUPOBOYHBIX IpauKoB R?
ob1mu He MeHee 0,999. KonnmvecTBeHHOE Ompe/iesieHre TPOBOIUIN METOIOM a0COOTHOM KaTuOpPOBKHU.

Omnpenenenne KoHIEHTpanuii nectuiuaos B Boge 1,00x107% moas/m HCl u 1,00x1072 mons/nm HCI
MIPOBOJIMIIA TP HETIOCPEACTBEHHOM MX BBOZE B XxpomaTorpad. KoHIIeHTpaiuy necTUIMI0B B TEKCaHE,
MUXJIOPMETaHe W alleTOHUTPHUIIE OIpPENeNsiu IMOoCcie MPEeIBAPUTEITHHOTO BBIAYBAHUS PAaCTBOPHUTEINS
B TOKE BO3[IyXa M paCTBOPEHUS B CMECH arleTOHUTPII—Boja (1—4 mo oobemy).

KoncTanTsl 1 KOOPPHUITMEHTH pactpenesieHns NeCTHIIUI0B MEX/y PariCOBBIM MacjioM U BOIOH,
ParCoBBIM MAacJiOM M aleTOHUTpHIIOM, auxiopmeranoMm u 1,00 monb/n HCl pacuuTsiBaiu no yObuH
KOHIIEHTPALlUM TECTUIUIA U3 BOJBI, allETOHUTPHIIA U TUXJIOPMETaHa COOTBETCTBEHHO. [Ipu aToM co-
oTHoIIeHUE (a3 Mmoaoupasu TakKuM 00pa3oM, 4ToObl YObUIb cocTaBisiia He MeHee 30 %. KoHncTaHTh
1 KO3(QPHUIMEHTHI pacpelefeHNs IECTUIMIOB B AKCTPAKIIMOHHBIX CHCTeMaX: T'eKCaH—BO/a, TeKCaH—
AlCTOHUTPUI, TUXJIOPMEeTaH—Boza, auxjopmeran—1,00x10° monws/m HCI, guxmopmeran—I1,00x102
moib/n1 HCl onpenensnu Kak COOTHOILIEHHE PABHOBECHBIX KOHLEHTpauui obeux ¢a3. CtanmapTHbIC
OTKJIOHEHUS PACCUNTAHHBIX KOHCTAHT U KO3(PPHUIIMEHTOB pacripenenenus He npesbimann 10 %.

Pe3yasTaThl HCcIe10BaHMIl M HX 00Cy:KAeHUe. PaccMOoTpuM moydeHHBIe pe3yibrathl. 13 Tabm. 1
BUJTHO, YTO MCCJIEJOBAHHBIE B HACTOSIICH paboTe HEOHNKOTHHOH/IBI SBIISIFOTCS BEICOKOTHUIPO(HUIIEHEI-
MU BEIIeCTBaMHU, I KOTOPBIX B CHCTEME T€KCaH—BO/a KOHCTAaHTHI pacrnpenenenns P<<0. [Ipu sTom
3aMeHa BOJBI Ha alleTOHUTPHII B CIydae THaMETOKcama, KIIOTHaHUANHA, MMHUIAKIIONPHIa U arleTaMu-
MIpHU/Ia TPUBOJUT K YBEJIIMUEHUIO, @ HE K YMEHBIICHUIO P, XapaKTEPHOTO [T MOAABIISIONIETO OOMbITIH-
cTBa necTuluaoB. [Ipruem Hanbonbliee yBeanueHne P HaOmronaeTcs A Haunbosee TuaApOQUITBLHOTO
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KJIOTHaHUJUHA. DTO 00YCIIOBJICHO TEM, YTO 3aMeHa BOABI Ha alleTOHUTPHUI OKa3bIBACT OOJIbIICE BIUS-
HHE Ha YMEHBIIEHHE COJIbBATALIMM MOJISIPHBIX TPYII, BXOAAIIUX B CTPYKTYpPY AAHHBIX COECIUHEHU,
YeM Ha YMEHBIICHNE «BBITAIIKUBAHUS» UX TUIPO(POOHBIX PparmeHTOB [16, 18].

Tabrauya 1. Jlorapu¢Mbl KOHCTAHT U KOA()PUUHEHTOB pacnpeaeeHUsi HEOHUKOTHHOH/I0B
B Pa3JMYHBIX IKCTPAKIHOHHBIX cucTeMax npu 20 °C

DKCTpaKIHOHHAS CUCTEMa Bemecrio
TUAMETOKCaM KJIOTHAHUAUH HUMUAAKIONPUL aueTamMuIpung THUAKJIONIPUAL

Iexcan—H,0 -3,65 -4,38 -3,34 -2,90 -2,67
lexcan—CH,CN -3,14 2,97 -3,05 2,75 2,87
Macno-H,0 -1,61 —-0,93 —-0,58 —-0,60 0,01

Macno—-CH,CN -1,53 -1,25 -1,28 -1,31 -1,23
CH,C1-H,0 1,18 0,61 1,78 2,00 2,46
CH,C1,-1,00x10* M HCI 1,19 0,63 1,75 2,02 2,48
CH,C1,-1,00x10* M HCI 1,14 0,62 1,72 2,00 2,36
CH,C1,-1,00 M HCI 1,05 0,46 1,17 1,50 2,32

[pu mepexojie OT IKCTPAKIIMOHHON CUCTEMBI TeKCAH—BOJIA K CUCTEME TIUXJIOPMETaH—BO/Ia JIorapud-
MBI KOHCTaHT paclpeieieHus HCOHMKOTHHOUIOB BO3pacTaroT Ha 4,8—5,1 enuHuUI. DTO CBUICTEILCTRY-
€T O CHJIBHOW COJbBATAIMU a30TCOACPKAMMX (QYHKIIUOHAIBHBIX TPy PACCMAaTPHBACMBIX BEIIECTB
XJIOPUCTBIM MCTHUJICHOM.

B T0 ke Bpemsi mpu nepexojie 0T IKCTPAKIIMOHHOW CHCTEMBI F'eKCaH—BOJIa K CHCTEME ParcoBoe Mac-
JI0 — BOZA POCT JIOTapu(MOB KOHCTAHT pacCIpe/ieieHUs] CUIIBHO OTJINYaeTCsl ISl pa3HbIX COEAMHEHUH
u coctasisieT oT 2,0 1o 3,5 enunun. Crnenyer OTMETUTD, YTO MUHUMAJIBHBIN pocT P HaOmrogaeTcs st
THaMETOKCaMa, a MaKCUMaJIbHBIN — 17151 KJIOTHaHUANHA. [10-BUIuMOMY, 3TO CBSI3aHO C pa3IM4HOM cTe-
PHYECKON JOCTYITHOCTBIO aTOMOB a30Ta I'YaHUAMHOBOW I'PyIIIbl HECOHUKOTHHOMIOB IIPU UX COJIbBATa-
MU BXOASIIIUMHU B COCTAB PAriCOBOr0 Macia MOJICKYJIaMH TPUTIIMLIEPU/IOB U KUPHBIX KHCIIOT.

[Tpu mepexojie OT CUCTEMbI TEKCAH—AIIETOHUTPHUIT K CUCTEME PAIiCOBOE MAciio — alleTOHUTPHIT yBe-
JIUYEHUE JIOrapu(pMOB KOHCTAHTHI paclpeliesieH s MCHbIIIEE, YeM B CUCTEMax C y4acTHEM BOJIBI, H CO-
crapiset 1,4-1,8 enuaui. OOBICHEHHEM ITOMY MOXKET OBITH JOCTATOYHO OOJBINAs PacTBOPUMOCTH
anetoHuTpuiaa B macie (~10 %) u, kak cieAcTBUE, HUBEIHMPOBAHUE CONBBATAIIMOHBIX () (HEeKTOB, Ha-
OII0/1aeMBIX B CUCTEME MacI0—BOJIA.

W3 puc. 1 BugHO, 4TO HEOHUKOTHHOUIBI COJIEPXKAT B CBOCH CTPYKTYpe MUPUINHOBEIE, THA30IbHBIE,
I'yaHUJUHOBBIC M IpyTHe (parMeHThI, TPOSBISIONINE OCHOBHBIC CBOWCTBA. B TO ke BpeMsi, Kak BHIHO
u3 Tabn. 2, TPOTOHUPOBAHNWE HEOHHMKOTHHOMIOB B BOIHBIX PACTBOPAaX CTAHOBHUTCS 3aMETHBIM JIMIIb
npu pH~0. 310 00ycrnoBIMBaEeTCs, MO-BUANMOMY, PE3KUM CHHUKEHHEM BJIEKTPOHHOW IJIOTHOCTH Ha
aToMax a30Ta U3-3a HaJIM4Msl OJIN3KO PaCIONOKEHHBIX 3JICKTPOHOAKLENITOPHBIX TPYIIN Y a30TCOAEpKa-
X GparMeHToB (ATOMBI XJIOPA, HUTPO- M ITHAHOTPYIIITHI).

[Momy4enHbie K03DGHUIMEHTHI pactipe/ieIeH s ECTHIUI0B MOKHO YCIEIITHO UCTIOIh30BaTh JIsl pas-
pabOTKH METOIUKH MPOOOMOATOTOBKH JIJIsl ONPEACICHNUSI MUKPOKOJIIMYECTB HEOHUKOTHHOMJIOB B pac-
THUTENbHBIX Machax. Tak, 3Hast KO3QQUIMEHTHI paclpeliesieHus] BemeCTB, MOKHO JIE'KO pacCuuTaTh
CTETIEHU WX M3BJICUCHUS IIPU 3aTAHHOM COOTHOIIICHUH 00HeMOB (a3 (Tadi. 2).

Tabruya 2. CteneHn u3BJieYeHUs1 HEOHUKOTHHOM/I0B N0/ PHOIi ¢a30ii U3 HemoJIsIpHOIi,
pPaccYHTAHHBIC HA OCHOBAHUM 3KCIIEPUMEHTAJbHBIX KOHCTAHT pacnpeeeHus

DKCTpaKIMOHHAS CHCTEMA Bemecrso
(cootnomenue has) THaMETOKCaM KJIOTHAHUTUH UMUJIAKJIONIPHT aneTaMUIIpH THAKJIOTIPHT
Fexcan—-H,0 (20 : 1) 0,996 0,999 0,991 0,976 0,959
Iexcan—CH,CN (20 : 1) 0,986 0,979 0,983 0,965 0,973
Pancosoe macino —H,0 (5 : 1) 0,89 0,63 0,43 0,45 0,16
Pancosoe macno —H,O (1 : 1) 0,98 0,89 0,79 0,80 0,49
Pancosoe macno — CH,CN (5 : 1) 0,87 0,78 0,79 0,80 0,77
PanicoBoe maciio — CH,CN (1 : 1) 0,97 0,95 0,95 0,95 0,94
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Kak BugHO u3 Tabmn. 2, Hanbonee ruApoUIbHBIN TeCTULU THAMETOKcaM (P PEeKTUBHEE U3BIICKa-
ercst u3 Maciya Bojoi. Ilpu 3ToM gaske npu OMHOKPATHOM 3KCTPAKLUU €ro MOXHO CKOHLIEHTPUPOBATh,
a HoJy4yaeMble KCTPAKThl JOCTATOYHO UYUCTHIC AJIS ONPEAeICHUs ThamMeTokcama MetoioM BIXKX
Ha ypOBHE HM)XE MaKcHMaJbHO fomyctumoro. [Ipu coorHomenun da3z pancoBoe macio — Boga (1 : 1
mo o0vemy), 4 U3 5 HEOHUKOTHHOUIOB (KpOMe THAKJIOMpH/Ia) u3BJekatoTcs oomee 70 %, 9To ymoBie-
TBOPSIET TPEOOBAHUAM, NIPEABABIAEMbIM K METOAUKAM OIPEAEICHUS OCTATOUYHBIX KOJIMYECTB IECTHU-
IIUJIOB B CEJIbCKOXO3SUCTBEHHOM TpoayKinu [17]. B To sxe BpeMst 7151 BO3SMOKHOCTH OIpeJIeIeHNs HEO-
HUKOTHHOMJIOB HAa yPOBHE HU)KE MaKCHMAJIBHO JIOITYCTUMOTO, YCTAHOBJIEHHOTO JJISl PACTUTEIBHBIX Ma-
CceJl, MeCTUIM/IBI HAJI0 CKOHIIEHTPUPOBATh.

Haubonee npuBiekaTenbHbIM U YAOOHBIM MOAXOAOM ONPEAEICHUsT MUKPOKOINYECTB HEOHUKOTHU-
HOUJIOB TPEJCTABISAETCS UX IKCTPAKIUA U3 PACTUTENBHBIX Macesl aleTOHUTPUIIOM C MOCJIEAYIOIHUM
yHnapuBaHUEM JKCTpakTa M oOpaboTkol ocrtarka Bomoi. Kpome Toro, mepex xpomaTtorpaduiyeckum
AQHAJIM30M MOKHO HCIIOJIb30BaTh OYHCTKY BOJIHOI'O pacTBOpa oOpasla OT OCTaTOYHBIX KOMIIOHEHTOB
MaTpHULbI TEKCAHOM, KyJla HCOHUKOTHHOU bl IPAKTHYECKU HE TIepexonsT. [Ipu 3ToM ncxons us pacuer-
HBIX BEJTMYMH KOHCTAHT pacnpenenenus [16, 18] mpu cooTHomennn 06beMoB (pa3 rekcaH—Boja, paB-
HOM | : 1, oTHeneHne HaChIEHHBIX 1 HEHACHIIIEHHBIX )KUPHBIX KHUCJIOT, MOHO-, TU- U TPUIJIMLIEPHIOB
npoucxonut 6omnee yem Ha 99,9 %.

Taxum 06pazom, mpeaIaraeTcs cieayromasi MeTOnKa COBMECTHOTO OIPENEICHHS OCTaTOYHBIX KO-
JUYEeCTB THaMETOKcama, KJIOTHaHUIMHA, UMUJIAKJIONpU/Ia, alleTaMUTIpUIa U THAKJIONpPHAAa B pacTu-
TEJTBHBIX Maclax.

PacturensHOe Macio Maccoil 5 T momMeraii B IEHTPUPYKHYI0 MPOOUPKY Ha 15 M, gobaBisiin 8 M
aneronutpuia. [IpoOupky 3aKpbeIBaiy 3aBUHUYMBAIOIIEHCS KPBILIKONH U MHTEHCUBHO BCTPSAXHUBAIN 4 MUH.
st Gonee ObicTporo paccioeHus a3 mpoOupKy HeHTpudyrupoBaiu B TedeHue 3 MuH npu 3000 00./MuH.
BepxHIo10 alieTOHUTPUIIBHYIO (ha3y OTOMpay ¢ TOMOIIBIO MUIET-103aTOpa B IPYLICBUIHYIO KOOy Ha
50 mu1, ynapuBaiii Ha pOTOPHOM BaKyyMHOM pacTBoputese 10 ~0,3 M U BbIIyBalld J0CyXa B TOKE BO3-
nyxa. K cyxomy ocrarky B xonbe nobasnsnu 1 mi rekcana u 1 ma 0,02 M Boanoro pacteopa H,PO,,
BXOJISIIETO B cocTaB moaBrkHON (ha3el BOXKX. Konby BeTpsxuBanu B TeueHrne 2 MUH U OCTaBIISLITH
Ha ~2 MHUH IS paccioeHus cucteMsl Ha (a3bl. [Ipr HeoOXoquMoCcTH pacciioeHre Ha ¢ha3bl MOYKHO YCKO-
puTh neHTpudyrupoBanueM, Harpumep B Teuerre S MuH nipu 3000 00./mMuH. HukHIOIO BOAHYIO a3y
¢bunpTpoBaK Yepe3 TeIoHOBbIN GHIBTP U aHaau3upoBaiu Ha BOXKX 1o MeTouke, ONMCaHHOM BBIIIIE.

XpomarorpamMmbl 00pa3ioB papUHUPOBAHHOTO TIOICOTHEYHOTO Macia ¢ T00aBICHUEM OJTUBKOBOTO
«ALTERO» ¢ po6askoii 0,100 MI/Kr HEOHMKOTHHOUIOB U 0€3 100aBKH, ITOATOTOBIIEHHEIX IO OMKUCAH-
HOH BBIILIE METOJMKE, a TAKKE XpPOMaTOrpaMMa CTaHAAPTHOTO PacTBOpAa HEOHMKOTHHOUIOB C KOHIICH-
tpanueii 0,500 Mr/n npencTaBieHsl Ha puc. 2.

CreneHb U3BJICUCHHUS] HCOHUKOTHHOUAOB 110 TAHHOH METOIMKE COCTABISICT OT 88 (1 THAKIONpHU-
na) 10 92 % (ass Tnametokcama). [lpu ucronp30BaHMM Ha CTAAUK M3BJICUCHUS U3 5 T Macia ABYKpart-
HOM 3KCTPaKLUU alleTOHUTPUIIOM M PACTBOPEHUH CYXOT0 OCTaTKa Iepe IPOMBIBKOM IeKCAHOM B CMe-
cu anieToHUTpII—BoAa (1 : 4 o 00BEMY), CTETICHh W3BJICUCHUSI HEOHUKOTHHOMIOB BO3pacTaeT 10 98—
100 %. Iloxoxxme pe3ymnbTaThl MONYYAIOTCA U MPU MPOOOMOATOTOBKE PAPUHIPOBAHHOTO OJIMBKOBOTO
Macia.

CTOUT OTMETHUTH, YTO XPOMATOIPaMMBI 00pa3lloB HepaUHUPOBAHHBIX PACTUTEIBHBIX Macel He Ha-
CTOJIBKO «YHUCTBIE», KaK B IMPUBEJCHHOM BbIlIe NpuMepe. [Ipr 3ToM cTeneHb W3BJIEYeHUs Ompe/esisie-
MBIX MECTHUIII0B HECKOJIBKO YMEHbIIaeTcsl. B TO jke BpeMst B OOJBIIMHCTBE CTy4yaeB HEOHUKOTHHOM b
ylaeTcs ONpenessaTh Ha yPOBHE HM)KE MaKCUMaJbHO JOMYCTUMOro IpH usBinedeHuun > 70 %. Xpo-
MaTorpaMMbl 00pa3LOB PAIICOBOTO Macia, MOJIYUYECHHOTO U3 CEMSIH SKCTPAKIUEH FeKCaHOM ¢ J00aBKOM
0,100 MI/Kr HEOHUKOTHMHOUIOB M 0e3 100aBKH, ITOATOTOBJICHHBIX 110 ONMCAHHOM BBILIE METOAUKE (01-
HOKpaTHAsI SKCTPAKLUS alleTOHUTPUIIOM), @ TAKXKE XpOMaTOIpaMMa CTaHIapPTHOTO PacTBOPa HEOHUKO-
THHOUIOB ¢ KoHIeHTparuei 0,500 M1/, mpeacTaBieHbl Ha puC. 3.

AHaJOruyHbIe Pe3yIbTaThl MOIYUYAIOTCS IPU MPOOOIOATOTOBKE JIBHSHOIO U IIOJCOJIHEYHOIO Ma-
cell, IOYYSHHBIX M3 CEMSIH IKCTpaKknuel rekcaHoM. He3aBucumo ot rmpoBesieHust OJ{HO- UK ABYKpaT-
HOM DKCTPAaKIMK M PacTBOpeHHs ocTaTka nocie ynapusanus B 0,02 M sonuom pactsope H,PO, niu
cmecu anetonutpui — 0,02 M Boansiit pacteop H,PO, (1 : 4 mo 00bemMy), CTENEHD U3BJICYEHUST HEOHHU-
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Puc. 2. Xpomarorpammer 00pa3noB pa@UHUPOBAHHOTO MOACOIHEYHOTO Macia ¢ nobaBieHreM ouBKOBOTo « ALTERO»
¢ no6askoif 0,100 MI/KT HEOHNKOTHHOUIOB (CILTONTHAS JINHUS) U 0e3 100aBKy (IITPUXOBas JINHUS), TOATOTOBICHHBIX
110 pa3paboTaHHOI METOUKE, a TAKXKE XPOMAaTOIpaMMa CTaHJapTHOTO PacTBOPa HEOHUKOTHHONIOB
¢ koHneHTpanueit 0,500 Mr/n (U TPUXITYHKTHPHAS JIMHUS)

Fig. 2. Chromatograms of Altero oil samples (refined sunflower — olive oil mixture) prepared by the procedure developed,
with 0.100 mg/kg neonicotinoids added (firm line) and without additives (dashed line), as compared to the chromatogram
of the standard 0.500 mg/L neonicotinoid solution (dash-and-dot line)

KOTHHOMJIOB U3 PACTUTEIBHBIX Macel (parcoBoe, MoJCOTHEYHOE U JIBHSIHOE, IOTyYeHHBIE IKCTPAKIU-
el TeKCaHOM, a TaKk)ke paQUHUPOBAHHBIE MOJICOJTHEYHOE M OJMBKOBOE Macia) mpesbimana 80 % mpu
CTaHJapTHOM OTKJIOHEHUH < 8 % (n = 6). HrkHMI ipenen onpeaeneHus Ipr 3TOM COCTaBIIsLI He Ooee
0,05 mr/kT. Tak Kak MaKCUMaJIGHO JOITYCTUMOE COoepKaHNe HCOHUKOTHHONIOB B PACTHTEIIHLHBIX Mac-
Jax yctaHoBJeHo Ha ypoBHe 0,05 Mr/kr (ays THaMeToKkcama) U BhIIIe [2], TO mpeaiokeHHbIEe B TAaHHON
pa60Te METOJAUKHN MOI'YT YCIICHIHO IMPUMCHATHCA IJIA OMPECACIICHUA OCTATOYHBIX KOJIMYCCTB UCCIICI0-
BAaHHbBIX MHCCKTHUIINIOB.
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Puc. 3. XpomaTorpamMMbr 00pa3iioB paricoBoro Macia, ojy4eHHOr0 M3 CeMsIH IKCTpaKiueld rekcaHoM ¢ 106askoit 0.100 mr/kr
HEOHMKOTHHOM/IOB (CILJIOIIHAS THHUA) U 6e3 100aBKH (IITPUXOBAsI IMHHUS), IOATOTOBICHHBIX 110 pa3paboTaHHON METOAMKE,
a TaK)Ke XpoMaTorpaMMa CTaHJapTHOTO PacTBOPa HEOHUKOTHHONIOB ¢ KoHIeHTparmel 0,500 M/ (IUTpUX Iy HKTHPHAS JIMHUS)

Fig. 3. Chromatograms of rapeseed oil samples obtained from seeds by hexane extraction, with addition of 0,100 mg/kg
of neonicotinoids (firm line) and without additives (dashed line), prepared by the procedure developed,
as compared to the chromatogram of the standard 0.500 mg/L neonicotinoid solution (dash-and-dot line)
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3aksiouenue. [lo cpaBHeHMIO ¢ ONMyOIMKOBAaHHBIMU K HACTOSIILIEMY BPEMEHH METOAMKAMH ONpeie-
JICHUS! HEOHHWKOTHHOUIOB B PACTUTENIBHBIX MacliaX pa3paboTaHHbIC 3KCTPAKIMOHHBIC METOAUKH MPOOO-
MOATOTOBKH ropas3no Ooiiee MpoCThl B UCIIOIHEHNH, 3KCIIPECCHBI U TPEOYIOT MEHbILEe KOJTHMYECTBO pe-
AKTHUBOB, [IO3BOJISISI OIPEAEIATh ECTULUABI HA JOCTYITHOM 000PYAOBaHHH.

Taxum 00pa3oM, Ha OCHOBAHHH IKCTIEPUMEHTATBHBIX JAHHBIX TI0 SKCTPAKITNH WHCEKTHITNIOB KJilac-
ca HEOHMKOTHHOMJIOB pa3paboTaHbl MpoCThie, YQPEKTUBHBIC, JCHICBbIC, IKCIPECCHBIE METOIUKH UX
OTIpeJIeIICHUS] B PACTUTENIBHBIX Maciax METOAOM BBICOKOA(P(EKTHBHOM KUIKOCTHOH XpoMaTorpadu.
MeToauky XapakTepu3yloTcs CTENEHb0 U3BJIedeHns necTuuaoB > 80 %, cTaHAapTHBIM OTKJIOHEHU-
eM onpenesneHus < 8 % M MO3BOJSAIOT ONPEAETATh HECOHUKOTHHONABI HA YPOBHE MEHEE MAaKCUMAJIbHO
JIOITYCTUMOTO JUISl PACTUTEIBHBIX MacCell.
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