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Beeoenue. B nacmosueti pabome npedcmasgienvl pe3yibmanmvl UCCIe008aHuUll NO pazpadbomie u aIudayuu Memood
onpeoenenust OCMAamo4HblX KOIUYecms OuKamobl @ UMROPMUpyemoul nuuiesot npooykyuu (boobax cou). Moenmugu-
Kayuto U KOIUYeCmeeHHoe onpeoeieHue OUKAMObL 6bINOIHAION MEMOOOM KANUISIPHOU 2A30HCUOKOCIHOU XPOMAMO-
epaguu ¢ Macc-cenekmuHbIM 0emeKmuposanuem (WOHU3AYUsL — JLEKMPOHHbBILL YOap).

Mamepuan u memoowst. Cmaouu npo60no020mosKu KII0UA0M 4 2mana: SKCMpaxyus NOOKUCTEHHBIM Ay emoHUmp-
JIOM € NOCLEOVIOWUM PUILIMPOBAHUEM U YNAPUBAHUEM, GbIMOPAICUBAHUE 00PA3YA C PUTbMPOBAHUEM U YAAPUBAHU-
eM; pacmeopeHrue Cyxo2o ocmamra 6 cmecu ayemon — 6ooa (1:20); ouucmka MHO2OKpAmubIM nepepacnpeoeieHuem
6 cucmeme pacmeopumeneil npu sapvuposanuu pH eoonoii cpeovt (pH 9-10: ouxnopmeman, eexcan, pH 2: cexcan-
mpem-0ymuimemunossiil 3¢pup). Xpomamozpaghuueckomy uzmepeHuo npeouecmeosaida 0epueamusayusi KUCI0msl 6
COOMEEMCmMEYIOWUIL MEMUIO0BbLIL APUp 00PaboOmKoU pacmeopom OUA30MEMaHna 6 OUIMUIOBOM dupe.
Pesynomamot. Huoichuii npeden konuvecmeenno2o onpedenenus ouxamowl 6 npooax 60606 cou cocmaesun 0,01 me/ke,
coomuouleHue cueHal — wym Ha npeoeie oonapysicenusn — 20: 1. Ilonnoma uzeneuenus OuKamowvl, YCManoei1eHHAs NO
PE3VIbMAMam aHAIU3a MOOETbHBIX NPOO ¢ HECEHUEeM Belecmad 8 Hemblpéx MmouKax no onpeoeisieMomy Ouana3oHy
cocmasuna 85-95%. Cpeonee keadpamuunoe omxionenue nosmopsemocmu gapvupyem 6 ouanazone 3,3—4,9%.
Oécyscoenue. Vcnonvzosanue ousmunogo2o supa, cooepacauje2o 8 kavecmeae Cmadunuzamopa OubymuieuopoKcu-
monyon (6 ppm), a makdce mewarouee iusHUe GMmanamos npuseio K QopMupo8anuro nioxo paspeutéHHblx NUKog
Memuno8020 d¢hupa Ouxkamowl, oudymuneudpoxcumonyona u oudymuigpmanrama. Couemanue npumMeHeHust pa3nuyHbix
€cnocobog coopa OaHHLIX (8 pedicume CKAHUPOBAHUSL U 6 PEACUME Pe2UCPayUl UHOUBUOYALIbHBIX UOHOB) NO38OIULO
udeHmuuyuposams 3mu KOMNOHEHMbL. 3aMeHa UCNONb3YeM020 OUIMUI08020 IDPUpPA, a MAKdi#ce 8apbUposaHuUe yc-
J08UTL XPOMAmMocpagpuposanus 015 pasoenenuus NuKos OuKamobl u Gmanamos no3eonuno 000umvcs HeooXxo0uMou
u36uUpamenbHOCmu 0emeKmupOBaHUsl AHAIUMA.

KnrwodeBbie crnoBa: necmuyudvl, Oukamoda, Mampuynwlil dQhpexm,; KanuiiapHas 2a3004CUOKOCMHASL XpoMamozpagusi;
Macc-cenekmusHbwlil 0emekmop.
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Introduction. In this paper, there are presented results of investigations on the development and validation of the
method for the determination of dicamba residues in import foodstuff (soybeans). The identification and quantitative
determination of dicamba are performed by capillary gas-liquid chromatography with mass-selective detection
(ionization-electron impact).

Material and methods. The stages of sample preparation include four steps as extraction with acidified acetonitrile,
followed by the filtration and evaporation, freezing the sample with filtration and evaporation; dissolving the dry
residue in a mixture of acetone: water (1:20); purification by repeated redistribution in a system of immiscible solvents
under varying the pH of the aqueous medium (pH 9-10: dichloromethane, hexane, pH 2: hexane-tert-butyl methyl
ether). The chromatographic measurement was preceded by the derivatization of the acid to the corresponding methyl
ester by the treatment with a solution of diazomethane in diethyl ether

Results. The lower limit of the quantitative evaluation of dicamba in samples of soybean beans is of 0.01 mg/kg, the
signal-to-noise ratio at the detection limit accounts of 20:1. The completeness of extraction of dicamba, established
on the basis of analysis of model samples with the introduction of a substance at four points within the defined range,
amounted to 85-95%. The average quadratic deviation of the repetition varies in the range of 3.3-4.9%.

Discussion. The use of diethyl ether containing dibutylhydroxytoluene (6 ppm) as a stabilizer, as well as the interfering
effect of phthalates, led to the formation of poorly resolved peaks of the methyl ester of dicamba, dibutylhydroxytoluene,
and dibutyl phthalate. The combination of the use of different methods of data collection (in the scanning mode and in
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the mode of recording individual ions) made it possible to identify these components. Replacement of the used diethyl
ether, as well as variation of chromatographic conditions, for separation of dicamba and phthalate peaks, made it
possible to achieve the necessary selectivity of detection of the analyte.

Keywords: pesticides, dicamba,; matrix effect; capillary gas-liquid chromatography,; mass-selective detector.
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BBenenne

CoBpeMeHHbIe IPOTPECCHBHBIC TEXHOIOTHN BO3JCIBIBAHMUS CEIbCKOXO-
3SIMCTBEHHBIX KYJIBTYpP HEBO3MOXKHBI 0€3 IPUMEHEHHs TepOuIuIoB — 3 dek-
THBHBIX MHCTPYMEHTOB JUIsi OOPBOBI C IIMPOKHM CIIEKTPOM COPHBIX pacTe-
Huid. [Ipy 9TOM OHU SIBJISIIOTCSI OMONIOTMYECKH aKTHBHBIMHU COCIMHCHUSIMH,
IIpeJHAMEPEHHO BHOCHMBIMU B OKPY)KAIOLIYIO CPENy U MOTYT IIPEACTaBIAThH
peabHYI0 OMaCHOCTD JUIsl 300pOBbs JtozeH [ 1-8]. HeobXomuMocTh Tiiaresns-
HOTO KOHTpOJISl repOuIuaoB TpeOyeT 000CHOBAHHS M'MIMEHHYECKUX KpHTe-
pueB 0e3BPeTHOCTH MX NPMMEHEHMs, a TakkKe pa3pabOTKM M peanu3aluu
HaJEKHBIX METOJOB KOJIMYECTBEHHOI HaeHTH(UKAINK. B cBsi3u ¢ yBemnde-
HHEM HMIIOPTa CEIbCKOXO3SHCTBEHHOW MPOAYKIUH HEOoOXOIMMO pa3pada-
TBHIBATb METOIBI KOHTPOJS OCTATOYHBIX KOIMYECTB BEHIECTB, HE MMEIOIINX
PETHCTpALUH I HCHIOIb30BaHUs Ha TeppuTopun Poccun'.

Bo06bI con MMEIOT yHHUKAIBHBII, 04eHb CBOCOOPA3HBIN XUMHUYECKUH CO-
craB. B coeBbIx 606ax cozepKnTCst 0IIBIIOE YHCIIO0 AMHHOKHUCIIOT, OelKa, o-
IHCcaxapua0B (KICTYATKU M MEKTHHA), (DH3HOIOTNUSCKU aKTHBHEIX BEIECTB
(pocdomununos, n30¢h1aBOHOB, TOKOPEPOIOB, MUKPO- M MAKPOIIEMEHTOB),
a TaKkKe Pa3IMYHBIX BUTAMUHOB, JIEKTUHOB, HHTHOMTOPOB TpHUIICHHA. B coe
pa3HO00pa3ne ITUX BEHIECTB OOJIbIINE, YeM B OOJIBIIMHCTBE BO3/IEIBIBAEMBIX
KyaeTyp [9-12].

JlukambOa (3,6-auxmop-2-MeToKCHOEeH30iHass KUCIOTa) — TepOHIH IH-
CTOBOTO M TIOYBCHHOTO JICHCTBHS, BEIIECTBO XUMUYECKOTO Ki1acca OCH30MHOM
kucnotsl. Kak u gpyrue npousBoHbIe XI10pOSH30MHON KUCIIOTHI, XapaKTepH-
3yeTcs MOJBMKHOCTBIO B pacTeHusx. Ilepemeniasich mo duiosme u kcueme,
HAKaIUINBACTCsl B PACTYIIHUX BEPXYIIKaX, TaKKe IIONaJaeT B KOPHEBYIO CH-
CTeMy, IIPU 9TOM JacTh IperapaTa MOKET IEPEHTH B OKPYKAIOIIYIO CPEy.

Comnu 1 3¢pup AMKAMOBI ITMPOKO UCTIONB3YIOTCS B KA4€CTBE MPEBCXOI0-
BOTO U MOCJIEBCXO0BOT0 TepOUIna a1t OOpbOBI C OHO- ¥ MHOTOJICTHUMHU
LINPOKOJIMCTHBIMHU COPHSIKAMH M HEKOTOPBHIMU 3JIaKOBBIMU COPHSIKAMH B I10-
ceBaX KyKypy3bl, COU, 3ePHOBBIX M KOPMOBBIX KYIIBTYp, CCHOKOCHBIX TpaB,
MacTOHMIIHBIX KyAbTYp, CAXapHOTO TPOCTHHKA, CIIAPIKH, AEPHOBLIX H CEMEH-
HBIX TPaBSHBIX KYJBTYp, a Takke Juisi OOpbObI C ycToW4YMBBIMH K 2,4-/1 1
MUIUITA copHBIMM pacTEeHUSIMU B IIIEHUIIE, P3KH, SYMEHE KaK 100aBKa K 3THM
repourmaam B (asy KymeHus KyisTypsl [13-16].

B nacrosimee Bpemst Ha Tepputopuu PO paspemeno k npuMeHeHHIO 48
MpenaparoB Ha OCHOBE JUKaMOBI [14], peKOMEHIOBaHHBIX Ha MMOCEBaX IIlie-
HHIBI 03UMOH H SIPOBOM, SUMEHsI, OBCA, IPOCA, PAKHU, KyKypy3bl U JIbHA.

KonTponp ykasanHoro repounmnga obecrneder oGuIHaIbHbIMH METOA-
MH OIpe/IeIeHNs] OCTATOYHBIX KOJIHMYECTB JCHCTBYIOLIETO BEIIECTBA B 00b-
eKTaxX OKPYXKAOIIEH CPEIbI U IPOIYKTaX PACTCHUEBOJCTBA .

l'irueHnyueckue HOPMATUBEI COACPIKAHUS IIECTULUIOB B 0OBEKTAX OKPY-
JKAIOLIEH CpeJibl BKJIIOYAIOT MAKCHMaJbHO JonmycTumbie ypoBuu (MJY)
InkaM6bl B coe (600b1) — 10,0 MI/KI?, 3epHe XJICOHBIX 371aKOB U KYKypy3bl —
0,5 mr/kr, B Macie Kykypy3sl — 0,05 mr/kr, B mpoce — 0,3 mMr/kr?.

Jlukam0a XapakTepu3yeTcsl XUMUUEeCKOH CTaOMIBHOCTEIO U B Psie CIIy-
JaeB MOXKET COXPAHATHCS BO BHEIIHEH Cpele, HaKAIIMBAThCS B TAKUX CEMb-
CKOXO35IHICTBEHHBIX KYJIBTYPaX, Kak 000bI, COsl, XJIOMYATHUK, TOPOX, KapTO-
(estb, MOJICONMHEYHNK, TOMUIOP, Ta0aK, a TAKXKE IIPH KX 000poTe.

! Penrenne komuccnn TamoxeHHoro corosa Ne 271 or 22.06.2009 . «O
MPUMEHEHUH MEK/LyHapOHBIX CTAH/IapTOB, PEKOMEHALMN 1 PYKOBOACTBY.

2 MVK 1452-03. «Mertoauueckue yKazaHusi 10 ONpPe/IeNeHHI0 0CTaTou-
HBIX KOJMYECTB AUKaMOBI B BOZIE, IIOUBE, 3€pHE, COIOME, 3eIEHON Macce pac-
TeHUH METOJaMH I'a30)KUIKOCTHON 1 TOHKOCIOWHOU XpoMmarorpadumy»; MYK
4.1.2459-09. «OmnpezeneHne OCTaTOYHBIX KOJUYECTB JUKAaMOBI B KYKypy3-
HOM MacJiie METOI0M KalMUISIPHON Ia305KUIKOCTHOMH XpomaTorpadumy».

* T'urueHuYecKne HOPMATHBBI COJACP)KAHMS MECTHUIHIAOB B OOBEKTax
okpyxatomeit cpennl (nepeuens), TH1.2.3111 — 13; Homonunenne Ne 2 k

T'H1.2.3111-13.

Lenp HacTosel paboTh 3aKIII0YaIach B pa3padoOTKe METO/a OIpesielie-
HHSI OCTATOYHBIX KOJMYECTB JUKaMOBI B 000aX COM ¢ MPUMEHEHHEM KaIui-
JISIPHO# ra303KUIKOCTHON XpoMaTorpaduu ¢ Macc-CelNeKTHBHBIM JIETEKTOPOM.
OtcyTcTBHE O(UIMAIBHBIX METOIOB ONPECTICHHUS OCTATOYHBIX KOJIMYECTB
JTMKaMOBI B 000axX COM ONPEAENNIIO aKTyalbHOCTh JaHHOTO UCCIICIOBAHUSL.

MarepuaJ 1 MeTOAbI

B aHanmuTHYeCKOM MCCIIEZIOBAHNH HCTIONB30BAHBI 00Pa3Ilbl COEBBIX 0O-
60B, peanu3yeMble Ha HOTPEOUTEIIHCKOM PBIHKE.

Vcrionb30BaHbl aHATUTUYECKUI CTAaHIAPTHBIA 00Opaser qukamObl (up-
mbl HITK «BJIOK-1» (comepxaHue ocHOBHOro kommoneHta 98,6%, I'CO
7652-99); aueTOHUTPUI, H-T€KCaH, Kalus IMIAPOKCH] (IpaHyJIMpPOBaHHBI),
COJISTHAsI U CepHAsl KHCJIOTBI, METHUIICH XJIOPUCTBIH, AUITHIOBBII 2(up, TpeT-
Oy THIIMETHIIOBEIN 3(up, Boga rpagueHTHAs UL BBICOKOA()(HEKTHBHON KU~
kocTHOM xpomarorpadun (BOXKX), HaTpuii cepHOKUCIBIH Oe3BOIHBIN, Ha-
TpUil XJIOPHUCTHIN, HATPHIA a30THCTOKUCIbIA (upmbl «Panreacy (Mcmamus);
METUIIAMHUH THAPOXJIOPHA, MoueBHHa, 3pup amdtiiossiid (TY 2600-001-
45682126—06), uncThlii st aHanuza (4aa), Poccus, aleroH 0co00 YHCThIH
¢dupwmst «J.T. Baker» (CLIA).

ITomyuyenne N-HUTP030-N-METHIMOUYEBHHBI U pacTBOpa JUa30METaHa B
JIITUIIOBOM ddupe (HeoOXOANMOTro IS ICPUBATH3ALMH CBOOOJHBIX KHCIOT-
HBIX TPYII IepOMIIN/Ia) BBIOIHEH MO THIIMYHOH MeToauke [17-19].

J1J1s1 IPUTOTOBIICHUSI OCHOBHOTO I'PalyHPOBOYHOIO PACTBOPA THKAMOBI
¢ xoHueHrpanueil 100 MKr/cM® HCIIONIB30BANHN ALETOH, PACTBOP IS BHE-
CeHMs B MOJIelIbHBIE IPOObI ¢ KOHIEHTpalmei 1,0 MKr/cM? mpuroToBieH B
H-miponanose. VcXomHbli pacTBOp METUIIOBOro 3dupa AUKaMOBbI Ul Tpa-
JYMPOBKH C KOHIeHTpanuei 1,0 MKr/cM® roTOBHIINM U3 OCHOBHOTO pacTBOpa
nukaMObl (100 Mkr/cM®) myTém aepuBarTH3anuu Jpa3oMeTaHOM. Paboune
pacTBOPHl METHIOBOTO d(Hpa AUKAMOBI U TPATyHPOBKH B JHAIIA30HE
0,01-0,1 MKr/cM?® TOTOBHIIM 33 CYET pa3baBiIeHUs KCXOJHOTO PACTBOPA TEK-
caHoM. [IpuroroBiieHHbIE PAaCTBOPBI XPaHUIN B XOJIOAMILHUKE IIPU TEMIIE-
parype +(2—6) °C.

ITo mporexype mpoOONOATOTOBKY U3MEIBUEHHEIC 00Pa3Ibl COH MacCoH
10 1 9KCTpParupoBaId AlETOHUTPUIIOM, TTOJKHCICHHBIM COJISIHOM KHCIOTOW
(50 cm®, BeTpsixuBanue 45 mMuH). Hamocanounyro )UIKOCTh OT()HIBTPOBbI-
BaJIM, OCTATOK OBTOPHO JB&X/bI SKCTparupoBan 20 cM® MOAKHUCICHHOTO
areronuTpuwia (30 MUH BCTPSIXMBAHKE, 3aTeM BBLIEPIKKA HA YIETPa3BYKOBOI
0aHe B TeUCHHE 2 MUH).

OTUIBTPOBaHHBIE SKCTPAKTHI 00BEANHSIN, JOBOJIS 00BEM alleTOHU-
tpusiom 10 100 em?. Anuksory (1/5 yacTh SKCTpaKTa) ynapuBajin A0Cyxa
U TOJBEPrajii OYMCTKE MepepacrlpeieieHueM B CHCTEME HeCMeINIHBaro-
muxcst pactBopureneid. Ocrarok B konbe pactBopsiid B 10 cm® arerona,
nobasisuti 200 cm® Bozsr u 2,0 cm® 5%-HOro pacTBOpa CEpHOM KHUCIOTHL,
3aTe€M MOMEIIATHN B XOJIOJMIBHUK ¢ Temneparypoit +(4 — 6 °C) na 2 yaca.
PacTtBop noxmenayuBanu ruapokcuom kanus (pH = 9-10). Ounctky 3Kc-
TpaKTa MPOBOMIIN BCTPAXUBAHUEM C AUXJIOPMETaHOM (TopuusMu 75 u 50
cm?®) B mpucyTeTBun 10 cM® HACBIIEHHOTO PAacTBOPA XJIOPHCTOTO HATPHSI.
IMocne monHoro paszaeneHus a3 HIKHUI TUXIOPMETAHOBBIH Cl10it 0TOpa-
coiBasu. [Ipopomkanu ounctky 75 cm?® rekcana ¢ jobasinennem 40 cm® Ha-
CBIIIEHHOTO BOJHOTO PACcTBOPA XJIOPHCTOrO HATPHs, NOCIE 5S-MHUHYTHOTO
OTCTaMBaHMs FeKCAHOBBIN CJI0If OTOpachIBaJIN, HIKHHI alleTOHO-BOXHBII
CIIOH MTOIKUCISUIN CEePHOIT KUCIOTOH (pH = 2) 1 IepesKcTparupoBaii cMe-
CBI0 T€KCAH—TPET-Oy TUIMETHIIOBBIN 2up 1:1 B 00bEMHOM COOTHOLICHUN
(70 em?, nBaabl 0 20 cM?). OObEAMHEHHYIO OpPraHuYecKyro (asy mpo-
MyCKaJIM uepe3 ciIoil cyibdara HaTpus, yrnapuBaid J0CyXa M IOJBEpra-
au jpepuBarusanuu. K cyxomy ocrarky noGasisuin 3 cM® pacTBopa jua-
3oMeTaHa B IudTHIOBOM ddupe (30 MHH IpH KOMHATHOH TeMmeparype),
Buocmu 0,1 r cunukarens (15 mun) u 0,1 cmM® H-pomanona, OTAyBaIH
pacTBOPHTENb OTOKOM TEIIOTO BO3/AyXa A0 BIAKHOIO OCTaTKa, 0CTATOK
PAcTBOPSUIM B 2 CM® I'eKcaHa.
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Puc. 1. Xpomarorpamma oOpasua cemsH cou ¢ BHecennem 0,1 mr/kr
JIMKaMOBI, 3apEruCTPUPOBAHHAS 110 TIOJIHOMY HOHHOMY TOKY.

WnenTuhUKanuio U KOIMYECTBEHHOE ONpeleieHHUe IUKAaMObI BBHIMOJ-
HSUIM METOJIOM KalMIUISIPHOH Ia30KMAKOCTHOH Xpomarorpadun ¢ MCIolb-
30BaHUEM ra3oBoro xpomarorpada «Agilent 6890N» ¢ Macc-CelneKTUBHBIM
nerexropoM 5975C (MOHH3aIUs YIEKTPOHHBIM yaapom). Mcronbs3oBana aHa-
JIUTUYECKas KamuuisipHasi kBapuesas koionka HP-5MS (30 m x 0,25 mm x
0,25 mkm). Temneparypa JeTeKTopa pacrpeaessuiach Tak: Ha KBaApyroie —
150 °C, y ucrounuka — 230 °C, B nepexonHoit kamepe — 280 °C. Temmneparypa
TepMOCTaTa KOJIOHKH — IpOorpaMMHUpoBaHHas. HaganpHas Temmneparypa co-
crasmia 100 °C (2 mun), Harpes 1o 4 rpagyca B MuHYTY 10 170 °C, HarpeB o
25 rpagycoB B MunyTy 10 260 °C (10 Mun). ['a3 1 (renmii): MOTOK B KOJOHKE
1,2 cM*/muH, Temneparypa uctapuress — 260 °C. C60p JaHHBIX BBIIIOJHEH B
peXKHUME CKaHUPOBAHHS U B PEKUME PETHCTPALMU HHIUBUIYaTIbHBIX HOHOB,
OTHOIIeHHE Macca — 3apsi: 203 (KomrmuecTBeHHBIH pacyér), 188, 234. Xpoma-
Torpadupyemsiit 006éM — | MM>. M IeHTH(UKAIMIO BEIECTBA OCYIIECTBIISIIN
C IOMOIIBIO norcka B oudamorexke NIST.

CTraTUCTHYECKUI aHAIIM3 BKJIIOYAJ ONpEJETICHUE CpeIHEeH BETMYUHBI 1
CpeHero KBaJpaTHYHOIO OTKJIOHEHHMS MO Pe3yJbTaTaM HCCIEIOBaHUS MO-
JIETBHBIX IPO0 CEMSIH COM C BHECEHHEM BEIIEeCTBA C UCIIOJIB30BAHUEM CTaH-
napTHOU mporpammbl Microsoft Excel.
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Pe3yabTarbl

V3BecTHO, YTO HCIIOJNB30BaHHME NPUEMOB Ia30BOM Xpomarorpaduu c
Macc-CeIeKTUBHBIM JeTEeKTHPOBAHUEM IIPH HAJTHIUH COOTBETCTBYIOIIHX KOM-
MBIOTEPHBIX 0a3 JAHHBIX MO3BOJSET MONYYNUTh HH(POPMALIHUIO O KAIEeCTBEH-
HOM M KOJIMYECTBEHHOM COCTaBaX aHAIM3HPyeMbIX 00pasioB. Ilockombky
Macc-CHEKTP — 3TO peajibHas XapaKTepUCTHUKAa KOHKPETHOIO COEJMHEHMS,
OTpakalolasi ero CTPyKTYpHbIE OCOOCHHOCTH, UX PErHCTPaLysl MO3BOJSIET
MOJTy9aTh Ka4eCTBEHHBIE CIEKTPHI JaXke B CITydae Hepa3pemEHHBIX XPOMAaTo-
rpaduyeckux nukoB [20-24].

B mpouecce pa3paboTKH METOAUKM ONpENEICHHS] OCTATOUHBIX KOIM-
YeCTB AMKaMOBI B 000ax cOM BOZHUKIIM MPOOIEMBI ¢ HHTEPIPETALUCH TMKOB
IIPY BpEeMEHHU yAep)KHBaHWs aHaiura. Ha xpomarorpammax obpasna 60608
COU ¢ BHECEHHEM OOHApy)KeH YaCTHYHO HEPa3NeNEHHBIN MUK, 00yCIOBICH-
HBII HAJIO)KEHHEM HEM3BECTHBIX KOMIIOHEHTOB (puc. 1).

Jlnst neHTHGUKALME BEIIECTB HCIIONb30BaIN PEKUM TTOIHOTO CKAHUPO-
BaHus B AuanazoHe or 50 10 300 aTOMHBIX €AMHMI] MACChl C aBTOMAaTH3H-
POBaHHBIM OHOIHOTEUHBIM IOHCKOM. KoMmbloTepHasi 00paboTKa CIEKTPOB
C TOMOLIBI0 Macc-crieKTpanbHoi Oubnuorekn NIST Obuta mpoBeneHa Juis
HAeHTH(GHUKAINH KOMIIOHEHTOB CMECH, BBIXOSIINX U3 XPOMATOTpadpuueckoit
KOJIOHKH B BHJI€ IEPEKPHIBAIOIIIXCS 30H U II03BOJIMIIA ONPEEIHTh BEILECTBA!
JMKamOy, Oy THITHAPOKCUTOIyOl 1 JulyTriadTanar (puc. 2).

OnTuMH3anust pexuMa XpoMaTorpadhupoBaHus 00ecIeurIa pa3aeeHue
MUKOB JUKaMOBbI 1 inlOyTuiadranara [25].

TocTtpoeHa mHeliHast 3aBHCUMOCTh HHTEHCHBHOCTU CHTHAJIA OT COIEPIKAHMS
JIMKamMOBbl B pacTBOpe B auanasone koxueHTparuii ot 0,01 1o 0,1 Mxr/cm’. dopmy-
Ja rpahuKa 3aBHCHMOCTH IUIOLIAIN XPOMATOrpadHIeckoro nuka (S) MEeTHIOBOro
3(hupa MKamMOBI OT KOHIIEHTpaIMK Belectsa B pactBope (C, MKr/cM’) MMeeT B
C=3944.9 - S+ 46,1 (xo3pPurrenT koppersiiu coctasit oosee 0,999).

Jlnst ompeneneHHs MONHOTHI M3BJIEUEHUS IOATOTOBICHBI MOJICIbHBIC
1poObI 60OOB COM ¢ BHECEHHEM JIMKaMObl Ha YETHIPEX KOHIEHTPAIIMOHHBIX
yposusx (0,01; 0,02; 0,05 u 0,1 mr/kr). CooTHOIIEHNE CHT'HAI — IIYM Ha
HIDKHEM ypoBHe KonmdecTBeHHOTo omnpenenenus (0,01 Mr/kr) ormedeHo
6onee 20. YcraHOBIICHHAs OJIHOTA M3BIIeUueHHs cocTaBmia 85-95% (cpen-
Has BennmunmHa — 94%). Cpennee kBagpatuyHoe oTkioneHue 3,3—4,9%
(cpennee — 3,9%).

Ha ocHoBaHHM NPOBENEHHBIX UCCIICOBAHUIL, 000OMEHHST H CTATHCTH-
4ecKol 00paboTKM pe3ynsraToB C(OPMUPOBAHBEI MeTomHUecKHe yKa3aHUs
10 OIPECICHUIO OCTATOYHBIX KOIIMYECTB IUKAMOBI B CEMEHAX U MAacle COU
METOZIOM KalMUIIPHOH Ta30)KMAKOCTHOI Xpomarorpaduu, BKIIOYEHHBIC B

MVK 4.1.3455-17, yTBepXIECHHBIE B yCTaHOB-
JICHHOM Topsifike 1o paszzeny 4.1. Metoabl KoH-
TpoisL. XUMHYECKHe (HaKTOPHL.

Co3maHHBIl METOX TapMOHH3UPOBAaH C
MEXKIyHapOIHbIMH TPEOOBAHUAMH K aHAJIUTH-
YEeCKOMY KOHTPOJIIO OCTATOYHBIX KOJIHYECTB Iie-
CTULUJIOB [26] 1 HampaBJIeH HA aHAJTMTHYECKOE
obecreueHre KOHTPOIIS Oe30IMaCHOCTH HMIIOP-
TUPYEMOIl CeNbCKOXO35HCTBEHHO POy KIUHI.
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Puc. 2. CrieKTpbl IMKOB, COOTBETCTBYIOLINE BPEMEHHU YICPKUBAHHS METUIIOBOTO d(Upa TUKaMOBI.
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OBbLIN BBISIBJICHBI IIPUMECH, NPOSIBIISIONINECS BO
BpeMsI XpoMaTorpapuueckoro aHajn3a, 1 ycrpa-
HEHBI IPHYUHBI NX MEMIAIOMIEro BIHsIHuUS [27].

DKCHEePUMEHTAIbHO ObUI OICHEH BKIAL
BO3MOXKHBIX MATPHUHBIX MOMEX, a TaKxkKe Tpa-
JIMLOHHOTO BIUSIHHS Pa3HOOOpasHbIX (rana-
TOB [28, 29], KOTOpBIE JIETKO IKCTPATUPYIOTCS B
mporecce 1a00paTOPHBIX OIEPaLUi.

W3 HemocTaTkoB JaHHOW pPabOTBI MOXHO
OTMETUTH TIPE/IBAPUTENBHYIO CTaJIHIO JIepHBa-
TU3aLMU BeIlecTBa (TIOTydYCHHE METHIIOBOTO
IIPOU3BOJHOTO JHKaMOBI), KOTOpas 3aHHMaeT
OIpeeIEHHBIH IPOMEKYTOK BPEMEHH, U TaK-
JKe BIMSCT Ha BOCHPOM3BOAUMOCTb H CTAOUIIb-
HOCTb METOJIa.

JlepuBarnzanus — Hpolece, MHPOKO MPHU-
MEHSEMBII B Ta30BOH XpoMarorpaduu s I1o-
JIy4eHHUs JIeTyYHX MPOU3BOIHBIX MAaTIOTIeTydHX
COeIMHEHHH (B YaCTHOCTHU, BEIIECTB, IIPOSBIIS-
IOIUX cBoifcTBa kucioT). Ha HauambHOM dTane
JUISL IepUBATU3aLMN HCIIONB30BAJICS PACTBOP
JIa30MeTaHa B CTAOMIN3HPOBAHHOM AUOYTHII-
THIPOKCUTONYOJIOM (6 ppm) AUATUIOBOM 3(hU-
pe, M03TOMY MMEHHO 3TOT CTAOMIN3aTOP U CTal
OIHMM U3 KOMIIOHEHTOB, HPEISTCTBYIOIINX
JIETeKTHPOBAHUIO aHAIWTa. B mpomecce paspa-
OOTKH METOIMKHU 3TO COEAMHEHNUE He IPOSIBUIO
ce0s Ha cTauu 1oadopa yCIOBHiA XpoMarorpa-
(hupoBaHUS BBHAY BBICOKOH CTENEHH pa3daB-
newnust 1o kouuenrpamuu 0,1 MKr/cM® pacrBopa
METHJIOBOrO ddupa IHKaMOBI IIOCIE JIepHBa-
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TH3anuu. Vcnonb3oBaHue M30bITKA AMAa30METaHa ¢ IOCIELYIONHM PAacTBO-
peHreM TpoObI B MajioM 00béMe rexcana (2 ¢M®) MpUBENO K MOSIBICHUIO
HENPONOPIMOHATIBLHO OOJIBLUIOrO MHKA HAa XPOMAaTrorpaMMe KOHTpPOJIBHOIO
MaTpUYHOTO 00paslia u Hepas3JAeEHHOMY Ha XpomaTorpamMe obpasia 60008
COU ¢ BHeCeHHeM. Bpewmst yneprkuBaHus AUKaMOBI U IOy THITHIPOKCUTOILY-
0J1a B U3HAYAIBHO BHIOPAHHBIX yCIOBHAX XPOMATOrpadhHpOBaHUsI COBIIAIIO, U
IIPH 3TOM JIaHHBIE COCANHEHHUS 001aal0T OIU3KUMHU 110 MAcCe KOTHIECTBEH-
HbIMH HOHaMu — 203 1 205, cCOOTBETCTBEHHO. [{yisl yCTpaHEeHHs: MEUIAOIIEro
BIIMSTHUSI CTAOMIIM3aTOpa OBLIO MPHHATO PElICHNE 3aMEHUTh KBATN(DUKALIIIO
JMATHIIOBOTO 3(Hpa BBHIY TOTO, YTO BAPHUPOBAHHE YCIOBHII XpOMaTorpadu-
pOBaHUS HE MPHUBENIO K YAOBIETBOPUTEIHFHOMY Pa3pelICHHIO IIHKa aHAIHUTA.
IIpu nonyvenun auasomeTana ObLT UCIIONB30BaH (hapMaKONCHHBIN JUITHUIIO-
BBIi 3¢up Gosiee HU3KOro KauecTBa, YTO MOTPeOOBAIO ero JTOMOIHUTEIbHOM
ounctku [30].

BHeceHne HECKONBKHX IpaHyI CHIMKATEIIS JUIs yaleHHs Aua3oMeTaHa
(B CBA3U € €r0 BBICOKOH TOKCHYHOCTBIO) MOCIE AEPHBATH3AILNH MO3BOIHIO
copOHpoBaTh €ro M30BITOK M HE JOMYCTHTh €ro MOMajaHus B XpoMarorpad.
JUi1s MCKITFOUEHHMS TIOTEPH METHIIOBOTO 3(Hpa JUKaMObI IPH KOHLIEHTPHPOBa-
HuK 11po6 B konOy BHOCHIH 0,1 cM® H-IIPOIIAaHOJIA M OT/yBaJIi PACTBOPHTEIb
TIOTOKOM TEILIOTO BO3TyXa JI0 BIIQKHOTO OCTATKa.

C TOYKH 3peHHs HU3KOW JIETY4eCTH AUKaMOBI CIIe0BaN0 Obl MIPOBECTH
ornpeseseHre 00pasnoB BEICOKOI(PHEKTHBHOI KUAKOCTHOM XpomaTorpadueit
(He TpeOyrolee MpeBapuTENIbHOI AepuBati3anin). OQHAKO, €CIIM MOJITBEp-
IUTh d(GEKTUBHOCTE JEPUBATH3ALNHN U CTAOWIBHOCTE 00pa3yeMbIX IIPOH3-
BOZHBIX, TO ra3oxpoMarorpaduueckoe ompezeleHre BINLIIUT Ooee mpe-
MOYTUTENBHBIM H3-32 IIHUPOKOH PacIpOCTPAHEHHOCTH COOTBETCTBYIOIIETO
000pya0BaHUS.

IMomyueHHbIe pe3yabTaThl TOBOPAT O BaXKHOCTH aHAIIM3a XOJIOCTBIX pe-
areHTHBIX M XOJIOCTBIX MAaTPUUYHBIX 00pa3loB KaKk B Mpolecce pa3padoTKh
METOIHK, TaK H IPH HX peanusanuu. [IpexycMoTpers Ha ctaguu hopMupo-
BaHUSI CXEMbl AHATMTHYECKOU MPOIEAyphl Bce KOMOMHAIIMU UCIIONIb3YEMbIX
pacTBOpUTENCH U PEareHTOB Pa3IMYHbIX KBATU(UKALHMN U TPOU3BOIUTEICH
HE NPEJICTABIACTCS BO3MOXKHBIM.
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