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PASPABOTKA METOAVIK OITPEAEAEHNA OCTATOYHBIX KOANYECTB
TEPBULIUAA TAAAYKCUOEH-METUAA B STUYMEHE U PAIICE

M. @. 34411", C. M. JIEILIEB?
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Ha ocHoBaHMM dKCIIEpUMEHTAIILHO onpeiesieHHbIX 1pu Temneparype (20 + 1) °C koncrant (P) u koadduienTtos (D)
pacnpezeneHus Ho00paHbl ONTUMANbHbIE YCIOBUS U3BICUEHHUS TaayKcH(eH-MeTHIa U3 3¢pHa, COJIOMBI U 3eJICHOH Mac-
CBI STYMEHSI; CEeMsIH, MacJia 1 3eJICHOI Macchl parca. Takxke moo0paHbl yCIIOBUSI OYMCTKH SKCTpakToB. Ha nepBoii craann
JUIS U3BJICUEHUS MTECTUIIM/IA UCTIONB30BAIN ALlETOHUTPUIL, TOKUCIEHHBIN alleTOHUTPUII UJIX CMECh BOJIbI U ALIETOHUTPH-
1a. OGHapyXKeHO, YTO TanayKcu(heH-METHIT ABISIETCSI caboruIpoGoOHBIM BEIIECTBOM M MPOSIBIISIET B BOAHBIX PACTBOpax
CBOMCTBA €1a00r0 OCHOBAHUSA. J[JIsl OYMCTKH 3KCTPAKTOB PACTUTENBHOTO MaTeprasa ObUIN YCTICIIHO UCIIOIb30BaHbI IKC-
TPAKLMOHHbIE CHCTEMBI TeKCaH — 1 MOJIB/JT BOXHBIH PacTBOP COJSTHON KUCIIOTH U rekcal — 10 % Boausli pactsop K,HPO,
(U1 HeWTpanM3alMK KUCJIOTHI M MOBBIIICHUS KOHCTaHTBI M3BJICYCHUS 3a cueT d(dekra BhicamnBanus). B pesynbrare
TaKoi 00pabOTKH MMOIYyYaIOTCs JIOCTATOYHO YHCThIE 00pas3IIbl, YTO MO3BOJISIET OIPEAEIIATH OCTaTOYHbIE KOJIMYECTBA raja-
yKcu(eH-MeTHIIa C TIOMOMIBIO ITUPOKO PACPOCTPAHECHHON KHUKOCTHON XpOMAaTOTrpauu ¢ TMOTHO-MaTPHIHBIM (yJIbTpa-
(bMOJIETOBBIM) IETEKTUPOBAHHUEM B STUMEHE M PAIICe HA MAKCUMAJIBHO JOIYCTHUMOM YPOBHE MIJIN HUXKE.

Knioueswie cnosa: ®uaKoCTHas HIKCTPAKIUS; TaiayKcH()EeH-METHII; METOIMKa MPOOOOATOTOBKH; KUAKOCTHASI XPO-
Marorpadus; SUYMEHb; paric.
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Optimal conditions for the extraction of halauxifen-methyl from grain, straw and green mass of barley; seeds, oil and
green mass of rape, as well as the conditions for the purification of extracts were selected on the basis of the distribution
constants (P) and distribution coefficients (D) experimentally determined at a temperature of (20 £ 1) °C. At the first
stage, acetonitrile, or acidified acetonitrile, or a mixture of water and acetonitrile were used to extract the pesticide. Halau-
xifen-methyl was found to be a weakly hydrophobic substance and it exhibits the properties of a weak base in aqueous

O0pa3en UUTHPOBAHUMA: For citation:

3asy M@, Jleme CM. Pa3paboTka METOIHMK ONpeIeTIeHUs
OCTaTOYHBIX KOJIMYECTB repOnIy/Ia rajlayKCci(eH-MeTHIa B s4-
MeHe U parce. JKypran beropycckozo eocyoapcmeenno2o yHu-
sepcumema. Xumus. 2019;1:59—-65.
https://doi.org/10.33581/2520-257X-2019-1-59-65

Zayats MF, Leschev SM. The development of methods for the
determination of residues of the herbicide halauxifen-methyl
in barley and rape. Journal of the Belarusian State University.
Chemistry. 2019;1:59-65. Russian.
https://doi.org/10.33581/2520-257X-2019-1-59-65

ABTOPpBI:

Muxaun ®@edoposuu 3aay — KaHAUJAT XUMUYECKUX HAyK; Be-
YU Hay9IHBIH COTPYAHHK J1aOOPAaTOpPUU TUHAMHKU TIECTH-
MU I0B.

Cepeeii Muxaiinosuu Jlewjeé — NOKTOp XUMHUYECKHUX HayK,
npodeccop; npodeccop Kaeapsl aHATUTHUSCKON XUMUH XU-
MHYECKOT0 (haKymnbTeTa.

Authors:

Mikhail F. Zayats, PhD (chemistry); leading researcher at the
laboratory of pesticide dynamics.

mikhail zayats@tut.by

Sergey M. Leschev, doctor of science (chemistry), full profes-
sor; professor at the department of analytical chemistry, faculty
of chemistry.

leschev.sergey54(@gmail.com
http://orcid.org/0000-0001-5378-1718

59



ZKypnaa Besopycckoro rocyrapcTseHHOro yuusepcurera. Xumus. 2019;1:59-65
Journal of the Belarusian State University. Chemistry. 2019;1:59-65

solutions. For the purification of plant material extracts hexane — 1 mol/L aqueous solution of hydrochloric acid and he-
xane — 10 % K,HPO, aqueous solution were successfully used (to neutralize the acid and increase the extraction constant
due to the salting out effect). The samples obtained after purification are sufficiently pure. So, the residual amounts of
halauxifen-methyl can be determined by widespread liquid chromatography with diode array (ultraviolet) detection at the
level, which is equal or lower to the maximum allowable content of herbicide in barley and rape.

Key words: solvent extraction; halauxifen-methyl; sample preparation method; liquid chromatography; barley; rape.

BBenenue

OJHMM 13 HOBBIX IECTHIUJIOB, TPOXO/SIIMX PErHCTPAlMOHHbIEC HCIIBITaHus B benapycu, sBisercs repou-
uua GF-3488, KO (5 r/n ramaykcuden-mermna (XDE-729 metwn), 120 1/n knonmpanuna) dupmst Jay Aepo-
Caencec (CILIA). BBy OTCyTCTBHS Cpeiu alaliTHPOBAHHBIX B benapycu METoMK onpeeneHus 0CTaTOuHbIX
KOJIMYECTB BXOJIIETO B €r0 COCTaB rajaykcudeH-meTmwia (puc. 1) HeoOXomuMo ObLIO TPOBECTH COOTBET-
CTBYIOIIYIO IPOLIEITYPY.

Puc. 1. CtpykrypHasi popmyra ranaykcueH-mMeTria
Fig. 1. The structural formula of halauxifen-methyl

lanaykcuden-meTun sBIsieTcss TEPMUYECKH HECTaOWIIBHBIM BEIIECTBOM M Pas3fiaraeTcs 10 JOCTHKECHUS
TemIeparypbl KuneHnus. [1o3ToMy ero onpeaesnsitor MeTo1oM KUIKOCTHON xpoMarorpaduu. s ynporienus
IPOOOMOArOTOBKH aHAJIM3UPYEMBIX 00pa3L0B Ha COAEPKaHUE OCTATOYHBIX KOJIUYECTB rajaykCu(eH-MeTHIa,
a TaKKe 7S er0 HaJIe)KHOW MACHTU(PHKALUKN HCIOIb3YIOT TaHAEMHBINH MacC-CIIEKTPOMETPUIECKUN JETEKTOP
[1-3]. Takue mpubopsl B benapycu moka He HAIUIA MIUPOKOTO PACTIPOCTPAHEHUS U YaCTO MPUMEHSIOTCS IS
peueHus cnenupuuecKux Hay4qHbIX 3a1a4. [loaTomy pa3paboTka MpoCThIX METOAUK MPOOOIOATOTOBKH SUME-
HS1 U parica Ajsl OnpeaesieHHs OCTaTOYHbBIX KOJIMYECTB rajlayKcu()eH-MeTHIIa Ha JOCTYITHOM XpoMarorpaduye-
CKOM 00OpYIOBaHUH MPEACTABIISCTCS aKTyaIbHON 3a/1auei.

3KCHepI/IMeHTaJ'lI>Haﬂ 4acTb

PeakTuBbl. Vcrnonb30Bany aHAIMTHYECKUH cTaHOapT ramaykcuden-meruna ¢upmsl Jay AepoCaencec
C coiepaHueM OCHOBHOro BemiecTBa 97,4 %, aueroHuTpui ans rpagueHTHo BOXKX, rekcan «x. 4.», am-
MOHHIA CEPHOKHCIBIN «d. JI. a.», Kanuid pocHOpHOKUCIIBIN IByX3aMeIIeHHBIH 3-BOIHBIN «X. 4.», KHCIOTY CO-
JSTHYIO «X. 4.», KUCIoTy opTodocdophHyto (85 %), KHUCIOTY XIOpHYIO «X. 4.» (60,1 %). [lenoHn3npoBaHHYIO
BOJLy ITOJTy4YaJIH C TIOMOIIBIO0 CUCTEMBI TOAroToBKY Bojbl Direct-Q 3 UV System (Millipore, CILIA).

YciaoBusi xpomarorpagupoBanusi. AHaJIM3 MPOBOAMIICS Ha BBHICOKOA((PEKTUBHOM >KHUAKOCTHOM XpOMa-
torpade HP 1100 (Hewlett Packard, I'epmanns) ¢ AMOIHO-MaTPUYHBIM JIETEKTOPOM U TPOTPAMMHBIM 00e-
cneuenueMm HP ChemStation. Xpomarorpaduueckoe pa3zieieHue BhIITOIHAIOCH HA CTAJIbHON KOJIOHKE AJTMHOM
15 cM u ¢ BHyTpeHHMM auametpoM 2,1 MM, 3amonHeHHo# dasoii Kinetex” EVO C18 ¢ pasMepom yacTuil
2,6 MkMm, mop — 100 A.

Temneparypa xononku 35 °C. Bpems anannsa 35 MuH.

[oxswxkHas dasza Ne 1 g BOXX: 0,01 mons/a pactBop GochopHON KHCIOTHI B JEMOHU3UPOBAHHOM BOZE.

[omsmxuas daza Ne 2 mns BOXX: anerorntpun amst rpaaueHTHONR BOXX.

CkopocTtb noroka smroenra 0,12 mMi/mMuH.

OnronpoBaHKe NPOBOJUIOCH B IPaJeHTHOM pexume. C MoMeHTa BBoAa poOs! 10 9,0 MuH 06beMHOE CO-
OTHOIIIEHNE TMOABMKHBIX (a3 Ne 1 u 2 cocranmsuio 45 : 55. 3arem B redenue 1,0 MUH conepkaHUe TTOJBHKHON
¢azbr Ne 2 yBenmumBanock ¢ 55 10 100 % u ocraBanoch mocTosHHBIM 710 17,0 MHH, TOTOM YMEHBIIAIOCH JI0
55 % B Teuenue 1,0 MUH B Jajiee 0CTaBaI0Ch IMTOCTOSTHHEBIM.

PabGouas qmuHa BosHEL 250 HM.
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st mocTpoeHusl TpalyupoBOYHOTO rpaduka B MHXKEKTOp Xpomarorpada Boamian mo 20 MK pabode-
ro CTaHJapPTHOTO pacTBOpa ranaykcupeH-mermia ¢ konuentpanusmu 10,0; 5,00; 2,00; 0,500; 0,200; 0,100
u 0,050 0 mkr/mut. OCyIIeCTBIISUIM HE MEHEE TPEX MapaslIeIbHBIX H3MEPEHUN M HAXOIUIM CPEIHEE 3HAUCHUE
TUIOMIA/IA XpOMaTorpaduIecKoro muka Juis Kakaoi KoHieHTpaud. CTpowIn rpaayupoBOYHBINA rpaduk 3a-
BUCHMOCTH TUIOMIAJIeH XpoMarorpaduuecKuX MAKOB OT KOHIIEHTPAIMU (MKI/MIT) COSIMHEHHI B pacTBOpE.

Wnentndukanuio ranaykcrudeH-MeTuIIa MPOBOIUIIHN 110 COMIOCTABICHUIO BPEMEHH YICPKUBAHMUS TTMKOB Ha
XpoMarorpaMmme ¢ BpeMEHEM YJIepKHBaHUsI TUKOB CTaHIapTOB.

Bpewmst Beixona ranaykcuden-meruna 6,6—7,0 MuH.

[Ipu naHHBIX YCIIOBHSAX JIMHEWHBIA JMANa30H JIETCKTUPOBAHUS TanayKcu(eH-merwmna cocraBistt 1,00—
200 ur, uro npu 006beme BBoAa MPoObI 20 MKJI COOTBETCTBYET KOHIIEHTPAIUH TajayKcH(PeH-MeTHIa B aHaJIH-
3upyemoM pactsope 0,050 0—10,0 mr/m1. KodhduimenTs JeTepMUHAIINH IPpaLyHpOBOYHBIX IpaduKkoB R’ GbLIH
e menee 0,999.

KonmuecTBeHHOE OMpeiesieHre MPOBOAMIA METO/IOM a0COMIOTHON KalTMOPOBKH.

Onpenenenne KOHIEHTPaNMii rajgaykcu(eH-MeTHIIa B BOJIC, BOJHO-AlETOHUTPIIIBHBIX PACTBOPAX BIUIOTH
JIo KoHIeHTpanuu aretTonutpmia 40 06. % u 1,00 - 102 MOIB/71 BOTHOM pactBope HCI BBIMONHSIM TTPU HETIO-
CpPE/ICTBEHHOM HX BBOJIe B xpoMarorpad. Konnenrpanuio ranaykcudeH-MeTiia B BOIHO-aIleTOHUTPHIILHBIX
pacTBopax ¢ comepykanueM areToHuTpmia 60-95 06. % HaXOIWIU TIOCHE MPEABAPUTEIHLHOTO pa30aBIeHUs
Bonoit B 2—10 pa3. OnpeneneHue KOHIIEHTpAIHi rajaykcudeH-MeTHIa B TeKCaHe, JUXJIOPMETAHE U alleTOHU-
TpHJIE OCYIIECTBIBIIIOCH TIOCIIE MTPEABAPUTEIBHOTO BBITYBAaHHS PACTBOPHUTENS B TOKE BO3/lyXa U PACTBOPCHUS
B CMECH alleTOHUTPUIIA U BOABI (45 : 55 mo o6nemy).

Omnpenenenne KOHCTAHT U KO3 (PUIMEHTOB pacnpeaeeHns rajnaykcudeH-MeTiia B 9KCTPaKIIMOHHBIX
cHCcTeMax I'eKcaH — BOJa, FeKCaH — BOJHO-allETOHUTPHUIIBHBIC PACTBOPBI, TeKCaH — alleTOHUTPWIL, TUXIOpMe-
TaH — Bofa, rekcat — 1,00 - 10~ Mons/ BogHkIi pacTBop HCI BBIOMHSNM TyTEM COOTHONIEHHMS PABHOBECHBIX
KOHIICHTpaIuil B 00enx (azax.

KoHcTaHTbI 11 KO3 PHUITMEHTHI pactipe/ieNieHHs ranaykcru(eH-MeTHIIa MeX/ Ty TeKCaHOM U BOJIHBIMHU PAaCTBO-
pamu HCI ¢ xonnentparmsamu 0,100 u 1,00 mons/n, rekcanom u 10 % BogusiM pactBopom K,HPO,, auxiop-
MeTaHOM 1 BogHbIMHE pacTeopamu HCI ¢ kornernTpamusamu 1,00 - 107 0,100 1 1,00 MOIE/T pacCUnMTHIBAIHCEH
10 yOBUTM KOHIICHTPAIUH MECTHUIIN/Ia U3 TeKCaHa M JUXJIOpMeTaHa COOTBETCTBEHHO. [Ipr 3TOM cOOTHOIIEHUE
(a3 moadMpanocs TaKuM 00pa3oM, 4ToObI YObUIb cocTaBiisiia He MeHee 30 %.

OTHOCHTENbHBIC CTAaHIAPTHBIE OTKIOHCHHUS BEIYUCICHHBIX KOHCTAHT pacrpeiesicHus (P) He mpeBbIaim
10 %, Kak 1 B ciy4ae FKCTPAKIMHU JAPYTHUX OPTaHUYECKUX BellecTs [4].

Pe3y.]'ll>TaTl>I HCCJIeI0BAaHUI U X 06cy)lc)1e1me

W3 puc. 1 u 2, tabmn. 1 BUAHO, 4TO, HECMOTPS HA IPUCYTCTBHUE B MOJIEKYJIE€ CHIIbHOMOISIPHBIX TPYTII, rajlayK-
cU(EH-METUII SBIsIECTCS THAPO(GOOHBIM IECTUIHIOM, UTO, TIO-BHIUMOMY, OOYCIIOBIICHO CHIILHOM JIeIOKaIn3a-
UeH 3apsiia MEeXIy apoMaTHYeCKUMH KOJIbIIAMH MOJIEKYJIBI M, KaK CIECTBUE, CHIKEHHEM POJIH COJIbBAaTallUU
HOJISIPHBIX TPYIIT BOJHBIMH PACTBOPAMH.

73 1 | 1 | 1 | 1 | 1 | »

0 20 40 60 80 100
Konnenrparus aneronurpuna, 06. %

Puc. 2. Jlorapudmsl koHCTAHT (P) pactpeieneHus rajaykcudeH-MeTuIa
MEX/Iy F€KCAaHOM U BOIHBIMH PAaCTBOPAMHM al[CTOHUTPUIIA

Fig. 2. Logarithms of the distribution constants (P) of halauxifen-methyl
between hexane and aqueous solutions of acetonitrile
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B To0 e Bpemst ruzipodoOHOCTD ranaykcu(eH-MeTnIa BIpakeHa JOBOJIBHO €1a00, YTO HE TO3BOJISET U3-
BJIEKaTb €r0 U3 BOJIbI B F'eKCaH ¢ KOHIeHTpupoBaHueM. Ilepexon ot Boxel k 10 % BonHOMy pactBopy K, HPO,
MOBBIIIACT JIOTAPU(PM KOHCTAHTHI pacTpe/ieieHusl Tajaykcuden-meruna 1o 1,86, TeM caMbIM OTKpPBIBasi BO3-
MOYKHOCTb KOHIICHTPUPOBAHMS M OOJIee MOJHOTO M3BJIEUEHHUS MECTUINAa B rekcaH. O4eBHIHO, YTO MOBBI-
LIEHUE KOHLIEHTPAIUU BbICATIMBATENSI CIOCOOCTBYET €l1le OOJIbIIEMY POCTY KOHCTAHTBI PacIpe/ieIeHus raja-
ykcuden-meruna. OHAKO OTMETHM, YTO BOJHBIC PACTBOPHI TAKOTO CHIILHOTO BhICAJHMBAaTENs, KaKk KapOoHAT
KajMs, He MOAXOAAT AJs 3Tux ueneil. [Ipuduna ToMy — co3aBaeMast COIbI0 CHIIBHOILENIOUHAsl Cpelia, B KOTO-
PO¥ IPOUCXOANT THIIPOIIN3 BXOASIICH B MOJIEKYITY rajlayKCH()eH-MEeTHIIa CI0KHOI(DUPHON TPYIIIIEL.

[lepexon oT cucTeMbl rekcaH — Bojia K CUCTEME JUXJIOPMETaH — BOJa, B KOTOPOH MHKPEMEHTHI MOJISIPHBIX
rpyIm JIorapu(MOB KOHCTAHT paclpe/ielIeHHsI 3HAYUTEIBLHO 00JbIne [5—7], MPUBOAUT K POCTY KOHCTAHT pac-
IpezeaeHus rajtaykcu@eH-MeTuia.

Tabnuma 1

Jlorapugmsi (IgD) ko3¢ puunenToB pacnpeneieHus rajaykcugeH-MeTnia MexRI1y reKCaHoM
HJIM IUXJIOpMeTaHoM H BoAHbIMH pacTBopamu HCI ¢ pasnuunsivu pH npu 20 °C

Table 1

Logarithms (IgD) of the distribution coefficients of halauxifen-methyl
between hexane and aqueous solutions of HCI with different pH,
and also between dichloromethane and aqueous solutions of HCI with different pH at 20 °C

Cucrema
pH Boanoro pactBopa
T'ekcan — HCI (Box.) Juxmopmeran — HCI (Box.)
0 -1,77 0,35
1 —-0,68 1,46
2 0,28 2,37
Bona 1,29 3,42

W3 nannbix Tabn. 1 cnemyer, 4yTo rajxaykCU(eH-MeTuI sBistercs: cnabbiM ocHoBaHueM. [Ipu sTom B cucre-
Max rekcaH — BogHble pactBopbl HCI u auxmopmeran — Bogable pactBopsl HCI B obmactu pH ot 2 mo 0 Ha-
Omromaercst ymeHblueHue 1gD ranaykcuden-mMeTwia MpuMepHO Ha eOUHUIYY CO CHIDKeHHeM 3HadeHus pH Ha
SIMHMILY, YTO HAXOIUTCS B COOTBETCTBUH C 3aKOHOMEPHOCTBIO KCTPAKLIUH CIa0bIX OCHOBaHUH.

Crenyer y4ecTh, 4TO TeKCaH, [0 CPABHEHHUIO C JUXJIOPMETAHOM, SIBIISETCS O0Jiee SKOJIOTMYHBIM U CelleK-
TUBHBIM KCTPAreHTOM, MTO3BOJISIOUIMM JT00OMBATHCS OTAEICHUS HA CTAJAWU OYMCTKU 3HAYUTENILHOTO KOJIHYe-
CTBa MAaTPUYHBIX KOMIIOHEHTOB. TakuM 00pa3om, rajayKCcu(eH-MeTHII BOAHBIMU PaCTBOPaMH COJISTHOM KHCIIO-
ThI IPEATIOYTHUTENIbHEE U3BJIEKATh U3 TEKCaHa, a He U3 AUXJIOPMETaHa.

W3 pacTUTENbHBIX MaTPULI, UCXOS U3 MOJyUYCHHBIX KOHCTAHT U KOA(Q(PHULMEHTOB pacipeaeeHus, rajayk-
cu(eH-MeTHII J0CTaTOYHO 3P PEKTUBHO U3BICKACTCS ALETOHUTPUIOM HJIH BOAHO-aLETOHUTPUIBHBIMU CMECSI-
Mmu. [l oOeryenus nocuaeayonero KOHIEHTPUPOBaHKS yIIapuBaHUEM HAa POTOPHOM BaKyyMHOM HCIIapuTese
MOXXHO HCIIONIb30BaTh CBOMCTBO BOIHBIX PACTBOPOB alleTOHUTPHIIA PACCIAUBATHLCS NP 100aBICHUH HEOpra-
HUYECKUX COJIeH, TAKUX KaK XJOPH] HaTpus, Cynbdar ammonus u jap. [8; 9]. [Ipu pacTBopeHNH MOCIIEAHETO
C TIOJIyY€HHMEM HACBILCHHBIX PACTBOPOB COJIM OJHOBPEMEHHO B IPUCYTCTBUH T'€KCaHA yAACTCS MPAKTUIECKH
MOJTHOCTBIO OTACIHUThH BOAY M NPEAOTBPATUTh NEPEXO/ COMNM B aLlETOHUTPHIIBHYIO (asy.

Uro KacaeTcs pacTUTENbHBIX MaCell, TO CIeIyeT Y4eCTh, YTO MPH NEPEXOe K HUM OT reKcaHa BCIIEICTBHE
3HAUUTEIbHOM COJIbBATALlMK BXOASALIMX B COCTAB Macesl KOMIOHEHTOB (MOHO-, TU- U TPUIIIMLEPUBI, KapOo-
HOBBIE KHCJIOTBI) U3BJICUCHHUE MTECTHULUAOB OOBIYHO CHIILHO CHHKACTCSl B CHIIY TIOBBILICHUS KO PHULINEHTOB
pacnpenenenus [5—7]. C y4eTom TOro 4to rajaykcudeH-MeTH sSBIseTcs cia0dblM OCHOBAaHUEM, MTPEICTABIIS-
eTcs IePCIIEKTUBHBIM MCIIOIb30BaHNE MTOAKUCICHHBIX PACTBOPOB ALIETOHUTPUIIA, TO3BOJISIOIINX 3HAYUTEIIEHO
CHM3UTH KO3()(HUIIMEHTH! pacnpeiesieHus NECTULUI0B OCHOBHON NMPHUPOABI U, KaK CIEACTBUE, OBBICUTH UX
CTEICHb W3BJICUCHUS 10 CPABHEHMIO C aLlETOHUTPUIIOM O€3 MOAKUCICHHUS [6; 7]. DTOT e MOIXO0 FOJeH U JUIs
W3BJICUEHUS rajlayKcu(eH-MeTHIa U3 COJIOMBI SIPOBOTO STUMEHS.

J1st OYMCTKH 3KCTPAKTOB OT FHMIPOGOOHBIX KOMIOHEHTOB MOYKHO HCIIONIb30BaTh paclpeesicHue B CUCTe-
Me rekcad — | mounb/n1 Bogsblid pactBop HCI, oT runpoduiabHbIX KOMIOHEHTOB — paclpeiesieHue B CUCTEME
rekcad — 10 % Boxubiit pactBop K,HPO,. IIpu stom ruppodocdar xanusi, odneryaromuii nepexos Mexmy
CTaIUsIMU OYMCTKH, TAKKE MPUTOJCH Ul HEHTpaIn3aliy COJMSTHOM KUCIIOTHL. | eKCaHOBbIE SKCTPAKTHI MOCTe
yHapuBaHUsI HA POTOPHOM BaKyyMHOM PAacTBOPHUTENE MEpel] XpoMaTorpaguyecKuM aHaIn30M HEO0OXOIUMO
PacTBOPUTH B MOABMKHOM (haze u OTUIBTPOBATD, UCIIOb3YS MOAXOASALINE ITPULIEBbIC (PUIBTPBI.
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IIpoGonoaroroBka pacTuTeIbHOM MPOXYKIIUH

OO6pa3zerr u3METFICHHON 3eJIeH0i Macchl SIPOBOTO panca JJu0o 3epHa sIpoBOro siumMeHst Maccoit 10 r wm
3eJIeHOI MAacChl IPOBOr0 STYMeHsI MaCCOM 5 T TTOMEIAIOT B IICHTPUQPYKHYIO MPOOUPKY C 3aBUHIUBAIOIICHCS
KpBITIKOH 00beMoM S0 mi1, mpubasistior 10 mut Boasl u 20 mut aneTroHuTpria. [IpoOupKy HHTEHCHUBHO BCTPS-
XMBaIOT 2 MuH, 106asys1toT 7 T (NH,),SO, 1 5 Mi1 rekcaHa 1 BCTPSAXMBAIOT elle 2 MUH. 3areM ee HeHTpudyru-
pytoT B Teuenne 5 muH mpu 3000 06/mMuH. M3 cpemHero areTOHUTPUIILHOTO CIIOSI OTOMPAOT alluKBOTY 15 M1,
TIEPEHOCHT B TPYIICBUIHYIO KOJIOY Ha 50 M1 1 ymapusatoT 10 ~0,3 MJI Ha pOTOPHOM BaKyyMHOM HCITapHUTEIIe
pu Temmeparype 40 °C, a mocie BEIIYBAIOT T0CyXa B TOKE BO3IyXa.

K cyxomy octarky B rpymeBUAHON KoiOe Ha SO MiI TOOABISIOT 5 MIT TeKCaHa M M3BJICKAIOT TraayKCu(eH-
METHJI ABYMS opuusiMu | Mois/1 BogHBIM pactBopoM HCl o 1 Mir, ”HTEHCHBHO BCTPSAXHBAS TPYIIEBUAHYIO
KOJIOY B TEUCHHE 2 MUH.

COJSTHOKHUCITBIE DKCTPAKTHl OOBEIUHSAIOT B IEHTPUQPYKHBIX MPOOHPKAX C 3aBUHUUBAIOMICHCS KPBIITKOM
o0bemom 15 mi1, nobasmsror 5 mit 10 % BogHoro pactopa K,HPO, u u3Bnekaror ranaykcudeH-MeTI ABYMSI
MOPUHUAMH TeKCaHa Mo 5 MIL.

I'ekcaHOBBIC SKCTPAKTHI OOBESAUHSIOT B TPYIIEBUIHOM Koyt0e Ha 50 M 1t ynapuBaroT 110 ~0,3 M1 Ha poTop-
HOM BaKyyMHOM Hcmaputese mpu temmneparype 40 °C, a 3aTeM BBIIYBAIOT T0CyXa B TOKE BO3IyXa.

Cyx0if 0cTaTOK pacTBOPSIIOT B 1 MJI CMECH alleTOHUTpPIIIA U BOAHBI (55 : 45 mo 00beMy), IPOITyCKaIOT Yepes
Te(QIIOHOBBIH MIMPHUTIEBOH GUIBTP ¢ mruaMeTpom mop 0,2 MKM, B aTHKBOTY 20 MKJI BBOJAT B XpoMarorpad.

O0pa3zer n3METBUEeHHON C0JIOMBI SIPOBOTO STYMEHSI MacCOH 3 T MOMEMIAIOT B MCHTPUDPYKHYIO TIPOOHPKY
C 3aBUHYMBAIOMIEHCS KPBIIIKOH 00beMoM 50 mi1, mpubasisaor 40 mi anetonuTpuia u 0,2 mit 66,1 % xnopHO#
KHCIOTHL. [[poOUpKy HHTEHCHBHO BCTPSXUBAIOT 2 MUH. ATICTOHUTPHIIBHBIA SKCTPAKT QUIBTPYIOT OyMaXKHBIM
bumeTpoM «cHuHSA JeHTay. M3 dumsTpara otonparor anukBoTy 20 MII, IEPSHOCST B TPYIICBUAHYIO KOOy Ha
50 M1 1 ynmapuBaroT 10 ~1,0 MJT Ha pOTOPHOM BaKyyMHOM HCIapuTene mpu temmeparype 40 °C, a 3aTem BEI-
JyBaIOT B TOKE BO3MyXa J0CyXa (MOXKET OCTAThCSA IJI0X0 BRIIyBaeMas KHUAKOCTh 00beMoM ~ 0,2 mir).

I'pymeBnaayt0 KOOy Ha 50 MIT ¢ OCTaTKOM IMOCIIE BBITYBaHHS OMOJACKUBAIOT MOCIEIOBATENBHO 2 U 1 Mt
1 monp/nm BogHOTO pactBopa HCl. Bomayro ¢a3y oObenuHSIOT, GUIBTPYS depe3 TeHIOHOBBINA IIMPHUIICBOI
(uneTp ¢ muamerpom mmop 0,2 MKM B TIEHTPHUPYKHYIO IPOOUPKY 00bEeMOM 15 MIT ¢ 3aBUHUNBAIOMIEHCS KPBIIII-
xoii. JloGasisitor 6 mit 10 % Bognoro pacteopa K,HPO, n u3Bnekaror ranaykcudeH-MeTii1 AByMs HOPLHUAMU
rekcana mo 5 mur. st myumiero paccimoeHus a3 mpodbupku MoKHO oTieHTprudyrupoBars npu 3000 o6/MuH
B TCUCHHE 3 MUH.

I'ekcaHOBBIC SKCTPAKTHI OOBEAUHSIOT B TPYIMIEBUIHOM K0TOe Ha 50 M1 1t ynapuBaroT 110 ~0,3 M1 Ha poTOop-
HOM BaKyyMHOM HcmapuTese mpu temmneparype 40 °C, a 3aTeM BBIIYBAIOT T10CyXa B TOKE BO3IyXa.

Cyx0if 0cTaTOK pacTBOPSIIOT B 1 MJI CMECH alleTOHUTpPIIIA U BOAHBI (55 : 45 mo 00beMy), IPOITyCKaIOT Yepes
Te(QIIOHOBBIH MIMMPHUTIEBOH GUIBTP ¢ mruaMeTpom mop 0,2 MKM, B aTUKBOTY 20 MKJI BBOJAT B XpoMarorpad.

OO0pa3zer; N3METFUCHHBIX CeMSIH 03UMOro pamca Maccoi 10 T moMemaroT B IMEHTPHPYKHYIO TIPOOUPKY
C 3aBUHYHMBAIOMICHCS KPBIIKOW o0bemMoM 50 mit, mobaBistor 30 MIT alleTOHUTPUIIA U BCTPSAXUBAIOT 2 MUH.
IIpobupky nenTpudyrupyror B TedcHue 5 MuH npu 3000 06/MuH. ATUKBOTY cyliepHaranTa oobemomM 20 Mt
MIEPEHOCAT B OCTPOJOHHYIO SO-MUJUTMIMTPOBYIO KOJIOY M yIIapUBArOT JI0 MACISHOTO OCTaTKa Ha POTOPHOM
BakyyMHOM mcmaputeie npu remmepartype 40 °C. K octarky mo6aBisroT 15 M1 rekcaHa, HaCHIIIICHHOTO arle-
TOHATPHJIOM, M TEPEMENINBAIOT JI0 PACTBOPEHHUS Macia. 3aTeM JO00ABISIIOT 3 MJI CBEKEPUTOTOBIEHHOTO
0,1 monb/n pacTBOpa xyopHOH Kucyotel B aneronurpuie (0,141 mn HCIO, B 15 M1 aneTronurpuia) u BCTps-
XUBAIOT B TCUCHHWE 2 MHWH. BepXHUI TeKCaHOBBIM CIION OTOpACHIBAIOT, & HIKHUN CIIOW TpombiBaroT 10 M
TeKCcaHa, HaChIIIEHHOTO alleTOHUTPUIIOM, TeKcaH oTOpachIBaioT. [lociie K aneTOHUTPUIBHOMY 3KCTPAKTy J10-
6ammstror 3 M1 1 Mome/m BogHOTO pacTBopa HCI, 1 momydeHHbII pacTBOp MPOMBIBalOT 1 pas 2 Mur rekcaHa.
I'excan oTOpachiBaioT. 3aTeM K alleTOHUTPHILHOMY J3KCTpakTy mobasistror 15 mur 10 % BomHOTO pacTtBOpa
ruapodocdara kamus. [lecTUIap! SKCTparupyroT aaxap! o 10 M1 rekcana.

IIpu MemmeHHOM paccioeHnu (a3 mocie IKCTPAKITUN Ha KaKOW-THO0 CTaJuH CONEP KIMOE KOJIOBI Tepe-
HOCSAT B IICHTPU]PYKHYIO TPOOUPKY C 3aBHHUNBAIOIICHCS KPBIIIKOH 00beMoM 50 MIT 1 TIEHTPUPYTHPYIOT B TE-
gerue S muH mipu 3000 06/MuH.

I'ekcaHOBBIC SKCTPAKTHI OOBECAUHSIOT B TPYIIEBUIHOMN KoIOe Ha 50 M 1t ynapuBaroT 110 ~0,5 M1 Ha poTop-
HOM BaKyyMHOM Hcmaputese mpu temmeparype 40 °C, a 3aTeM BBIIYBAIOT T0CyXa B TOKE BO3IyXa.

Cyxo0if 0cTaTOK pacTBOPSIIOT B 1 MJI CMECH alleTOHUTpPIIIA B BOAHEI (55 : 45 mo 00beMy), IPOITyCKaIOT Yepes
Te(QIIOHOBBIH MIMPHUTIEBOH GUIBTP ¢ muaMeTpoM mop 0,2 MKM, B aTUKBOTY 20 MKJI BBOJAT B XpoMarorpad.

OO6pa3zer Macjaa 03UMOI0 Panca Maccou 5 T MOMENIAIOT B IEHTPHPYKHYIO 5SO-MATUTHIUTPOBYIO TIPOOUPKY
C 3aBUHYHMBAIOIICHCS KPBIMIKOH, TOOABISIIOT 15 MJT TeKcaHa, HACBHIIIIECHHOTO alleTOHUTPHIIOM, B TICpEMEIITHBA-
FOT JI0 PacCTBOPEHMUS Macia. 3areM J00aBJIIoT 3 M cBekenpurotosiaeHHoro 0,1 Mo/ pacTBOpa XJIOPHON
kucnotsl B aneronutpuiie (0,141 mu HCIO, B 15 Mt aneronurpuia) u BCTpsixuBaroT 2 MuH. I[IpoOupky nen-
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Tpudyrupyror B Tedenue 5 muH ipu 3000 06/MuH. BepxHuii rekcaHOBBIN CI0H 0TOPACHIBAIOT, & HIYKHHUN CIION
npoMbIBatoT 10 M1 TekcaHa, HACBIIIEHHOTO aIlleTOHUTPHIIOM, TeKcaH OTOpackiBaroT. [lociie 3Toro k aneToHu-
TPHILHOMY IKCTPAKTy 100aBIsitoT 3 M1 1 Monb/1 BogHOTO pactBopa HCI, 1 mosryueHHBIH pacTBOp MPOMBIBAIOT
1 pa3 2 mi rekcana. ['ekcan oTOpachIBalOT. 3aTEM K alleTOHUTPHILHOMY DKCTPAKTy Ao0aBisitoT 15 mi 10 %
BogHoro pactsopa K,HPO,. [lectunuasl skcTparupyor apax/el o 10 M rekcaHa.

Hust srydniero paccioeHus (a3 KakIbplid pa3 mocie dKCTPAKIUK MPOOUPKH HEHTPUPYTUPYIOT B TCUCHUE
5 mua nipu 3000 06/mMuH.

['ekcaHOBBIC AKCTPAKTHI O0BEIUHSIOT B IPYIICBUAHON KoJIOe Ha 50 M1 1 ynapuBarot 10 ~0,5 M1 Ha poTop-
HOM BaKyyMHOM HcnapuTene npu remieparype 40 °C, a 3atem BBIAYBaIOT I0CyXa B TOKE BO3/1yXa.

Cyxoi1 0cTaTOK pacTBOPSIIOT B 1 MIJT cMecH anleTOHUTpuiia ¥ BoAbI (55 : 45 mo 00beMy), MPOIYCKAIOT uepes
Te(IOHOBBIN MIMPHUIIeBOH GUIBTP ¢ qruameTpoM 1op 0,2 MKM, 1 aMKBOTY 20 MKII BBOAAT B XpoMaTorpad.

[Tocne ounCTKY MOTYy4atoTCs TOCTATOYHO YHUCTHIE 00pa3Iibl, YTO TIO3BOJISIET ONPEAENIATh OCTaTOUHbIE KOJIH-
YecTBa rajayKcu(peH-MeTriIa Ha MaKCUMaIIbHO JonycTUMoM ypoBHe (MJ1Y) uim Huke ¢ TOMOIIBIO ITUPOKO
pacrpoCTpaHeHHOM JKUJAKOCTHOW XpoMaTorpaduu ¢ TUOIHO-MAaTPUIHBIM (YAbTPa(HOICTOBBIM) IETEKTUPOBA-
HueM (puc. 3, Tabm. 2).
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Puc. 3. HanoxxeHHBIE XpOMaTorpaMMbl 00pa3IioB 3epHa sSUMeHs 6e3 100aBKH (ITyHKTHpPHAS JINHUS)
u ¢ n1o6askoit 0,04 mr/kr ranaykcudeH-MeTHIa (CIUIONIHAS JIMHNS ), TIOATOTOBJICHHBIC 10 pa3paboTaHHOH METOIIKe

Fig. 3. Overlaid chromatograms of barley grain samples without addition (dashed line)
and with the addition of 0.04 mg/kg of halauxifen-methyl (solid line), prepared by the developed method

Tabnuna 2
MeTpoJiornueckue napaMeTpbl pa3padoTaHHbIX METOTHK
onpejieieHus rajaykcugeH-MeTH/Ia B PACTUTEIbHONH MPOXYKIHHU
Table 2
Metrological parameters of the developed methods
for determining of halauxifen-methyl in plant products
MMapamerp (P = 0,95, n=6)
AHanu3upyemslit MY, Jlnamnazon Cpennee JloBepuTenbHbIi
OGBEKT Marpuna MI/KD Hpenexn OnpenesieMbIX 3Ha4YeHUe Crannaprioe UHTEpBa
OIIpeieNIeHNs, M OTKJIOHEHHE
KOHIIEHTPAINH, | ONpeeTIeHus, o CpeHero,
MI/KT o S, % N
MT/KT % %

3epHO 0,02 0,02 0,02-0,40 78,2 3,7 +3,0

STumens Conoma - 0,05 0,05-4,0 75,6 3,9 +2,4%
3eneHas Mmacca |  — 0,04 0,04-0,8 75,9 4,0 +2.6*

Cemena 0,05 0,02 0,02-0,4 87,8 4,7 +3,8

Pamc Macno - 0,04 0,04-0,8 77,4 4,0 +32
3enenas Macca | — 0,02 0,02-0,4 75,4 6,1 +4,0*

*n=10.
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Takum 00pa3om, pazpaOOTaHHBIC METOIUKH SIBISIOTCS JOCTATOYHO TMPOCTHIMH, HaJIS)KHBIMHU, dKCIIpecc-
HbIMU (OKO0JIO0 2 4 Ha 4 00pasia), JOBOJIBHO ACUICBBIMH, XapaKTePH3YIOTCS XOPOIIEH TOYHOCTBIO, TOBTOPSIe-
MOCTBIO PE3YJIbTaTOB U HU3KUMHU IIPEIEIaMH OIPEAEIIEHUs, YTO [103BOJISET HAXOAUTh TajlayKCU(pEeH-MEeTUI Ha
MUY wunu Huxke B sstumene u pance [10].

YKka3zaHHbIE METOIUKH OBIIIM alpOOMPOBAHBI U YCIIELIHO UCIOIb30BaHbl B Ja00PaTOPUH AMHAMHMKH [ECTH-
nunoB MHCTHTYTA 3alUThl pacTeHHI /sl aHaJIM3a 00pa3IoB SUMEHS M parca Ha COAepKaHUE OCTATOYHBIX
KOJIMYECTB ranaykcuden-meruia mnocie npumenenus npenapara GF-3488, KO (5 r/n ranaykcuden-meruna,
120 r/n knonupaiua) Ha JaHHBIX KYJIbTypax.
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