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XPOMATOI'PA®HYECKOE OIIPEJETIEHUE KPE3OKCUHM-METH/IA H
IIPOITHKOHA30J1A

Onpedenenvl ycio8us Xpomamozpaguueckoeo pasoeneHusi NpousBoOHbIX (HeHUTYKCYCHOU
KUCIOMbL U MPUA30id Ha npumepe Kpe30KCUM-Memuid U NPONUKOHA30IA C UCHOIb308AHUEM
Memooa 2azoHCUOKOCMHOU Xpomamozpaguu ¢ KanuiiapHou Koaoukou HP-5 u anexmponHo-
3ax8amuviM 0emekmopom. Pazpabomanunas memoouxa Oviia ucnonrv3osana O0is OnpeoeieHus
MUKPOKOIUYECME KPe30KCUM-MeMUId U NPONUKOHA30]1A 8 800e.

Knroueevie cnosa: cazoxcuokocmuas xpomamoepagpus (I 7KX), ¢pyneuyuowi, npouzsoonwvie
GeHUYKCYCHOU KUCTOMbL, MPUAZOTIbL.

Busnaueno ymoeu xpomamozpagiunozo po3oinenHs noxXioHux ¢heHinoymosoi Kuciomu ma
Mpuasony Ha Npukiaoi Kpe3oKCUuM-memuny ma NpPoNnikoOHA30y 3 BUKOPUCMAHHAM Memooy
2a30piouHHoi  xpomamozcpaii 3 KaninsipHolo Kolonkoilo HP-5 ma enekmpouHo3axeamuum
demexkmopom. Pospobrena memoouxa 0y1a BUKOPUCMAHA O BU3HAYEHHS MIKPOKIIbKOCmell
KPe30KCUM-Memu1y ma nPonikoHazony y 800

Knrwwuosi cnosa: cazopiounna xpomamoepagis (I'PX), ¢yneiyuou, noxiowni geninoymosoi
KUCTIOMU, MPUA30JIU.

Studied conditions for chromatographic separation of phenylacetic acid and triazole
derivatives by the example of kresoxim-methyl and difenoconazole, using gas-liquid
chromatography with capillary column HP-5 and electron capture detector. Developed method was
used for determination kresoxim-methyl and difenoconazole residues in water.

Key words: Gas-liquid chromatography (GLC), fungicides, phenylacetic acid derivatives,
triazoles.

BBenenue

ACCOPTUMEHT MpernapaToB, IPUMEHSIEMBIX B CEIbCKOM XO03SIICTBE, MOCTOSHHO PaCHINPsETCS
32 CUeT BHEJPEHUS KOMOMHHMPOBAHHBIX MECTULUIOB HAa OCHOBE HECKOJIBKUX JEHCTBYIOIIUX
BEIIECTB, B KOTOPBIX KaXKIbIH KOMIIOHEHT OTHOCHUTCS K Pa3JIMYHBIM XUMHYECKHM Kjaccam, 4YTO
MO3BOJISIET CHU3UTh HOPMY Pacxoja MpenapaToB U, B CBOIO OYEpPe/b, CHUKACT PUCK UX MOMATaHUs
B Okpykaromyto cpexy [1, 2]. Tlostomy pa3paboTka BBICOKOUYBCTBHTEIBHBIX METOOB
OJIHOBPEMEHHOT'O olnpeaeneHus OCTaTOYHBIX KOJIMYECTB JNENCTBYIOINX BEIIIECTB
KOMOWHHMPOBAHHBIX MPENapaToB SBJISETCS aKTyaIbHON aHATMTHYECKOM 3a1adei.

B  VYkpaune pans nmpuMeHeHHMsT Ha BUHOTPAJHUKAX  3apETUCTPUPOBAH  Mpemnapar
Crpobutexk Mynbtu, KC Ha ocHOBe JBYX NEWCTBYIOIIMX BEIIECTB: KPE30OKCHM-METHIa (Kiacc
MIPOU3BOIHBIX (PEHUITYKCYCHOM KMCIOTHI) M MIPOMMKOHA301a (KJIACC 3aMEIICHHBIX TpHa3oios) [3].

B nutepatype onucaHbl METOJMKH ONpPEEICHUS BhINICYKAa3aHHBIX JIEHCTBYIOIINX BEIIECTB
B 00BEKTAX OKPYXKAIOIEH CPe/ibl U CENbCKOXO03SHCTBEHHBIX KYIbTypax [4, 5].

Heab0  ganHONW  pabOTHl  SBISETCA  ONpPENENIiEHWE  YCIOBHUM  OJHOBPEMEHHOTO
XpomaTorpaduueckoro pa3ie’eHus Kpe30KCHM-METHIA U TPONMUKOHA30JIa.
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MarepuaJjbl 1 MEeTOIbI

CBGI[GHI/IH (6] (bI/IBI/IKO-XI/IMI/I‘IeCKI/IX CBOfICTBaX OHpGI[eJIHeMBIX BCIICCTB HpI/IBe,Z[GHBI B
Tabymme 1.

Tabnuya 1
Du3uKo-xumuuecKue ceoiicmea Kpe3oKcum-memuia u nPOnUKoOHa301a
XapakTepucTuka KPE30KCUM-METHII MPOMUKOHA30J
metun (E) -
+) - - - -
XUMHUYECKOE HAa3BaHUE T10 METOKCHUMHHO [2- (0- (£) -1 (2- (2,4-maxropdenmn)
4-nponnn-1,3-1uokcoaaH-2-ui-
HIOITAK TOJMIIOKCUMETHIT)
metuin-1H-1,2,4-tpuazon
¢denwmn| anerar
cl Cl
CH3 O,
O
CrpykrypHas ¢popmyna
PYKTYpHaA Gopmy CHiO, s, OCH; onened, |
N
Q Sy
i
MoutekysipHasi Macca 313,4 342,2
JlaBiieHue napa, MM pT.CT. 2,3x10° 4,2x10°
PacTBOPHMOCTH B BOJIE, T/IM°
(20°C) 0,002 0,1

CranpapTHble pacTBOPbI CMECH KPE30OKCUM-METHII U MPONMMKOHA301 B npexnenax ot 0,5 no
5,0 MKr/cM® TOTOBMIIM MyTeM PacTBOPEHHS B TeKCaHE YKA3aHHBIX TeCTHIUIOB (99 % YHCTOTHI
CepTHU(HUIMPOBAHHBIX 00Pa3IOB).

Jns mccnenoBaHMsl MCHOJBb30BaMM Ta3oBblid xpomarorpad «Kpucrtammoke 4000M» ¢
kanuisipHoi kosoukoit HP-5 ((5 %-dennn)-meruncuinokcan) 30 m X 0,32 mm).

KonuuecTBeHHYI0O OLEHKY OTHENbHBIX KOMIIOHEHTOB MPOBOJWIM C HCIOJIb30BAaHHEM
BHEITHUX CTaHAAapPTOB, a MX UACHTU(DHUKAINIO — [0 BpEMEHU YIEPKUBAHUS.

PesynbTaTsl Hecjief0BaHUI B MX 00CYKICHHE

[IpencraBieHHbIE B TUTEPATYpPE METOIUKH Pa3eIbHOIO OMPEIEICHNs KPE30KCUM-METHIIA U
nponukoHasosna [4, 5] ocHOBaHBI Ha XpoMaTOrpapUPOBAHUN U3y4aCMbIX COCTUHCHUN Ha HAOMBHBIX
kojoHkax (xpomaton N-AW, 016-0,20 mm, mmnaa 1 M, HemoasmxkHas (aza — 5% SE-30,
3JIEKTPOHHO-3aXBaTHBI gerekTop (D3/1)).

B nannoil pa®oTe mpu 3KCHEpUMEHTAIBHOM HU3YYEHHH XpomaTrorpaduyeckux mapaMeTpoB
pasneneHus U3y4aeMblX COCAUHEHHWH BBIOMpATM  YCJIOBHS, TMPH KOTOPBIX JOCTUTAIOCH
YIOBJIETBOPUTENILHOE pa3zielieHne KOMIIOHEHTOB U B TO K€ BpeMsl KOOKCTPAKTHBHBIEC BEILIECTBA B
AKCTpAKTaX MPo0 HEe MEIIalld UX ONPEIEICHHUIO.

Paznenenne, uneHtudukanus M KOJIMYECTBEHHOE OIpeleieHHe KPE30KCUM-METUa U
MPOMUKOHA30JIa OBUIO MPOBEIEHO C WCIOJIb30BAHMEM KANMWJUIIPHOW Ta3oBOW Xpomarorpaduu u
O3J]. IIpoBeneHHbIE  HWCCIENOBAHUSA  IO3BOJIMJIM  YCTAHOBUTH  ONTHUMAJIbHBIE  YCIOBUSA
Xxpomarorpadudeckoro pasaeneHus (tadauna 2).

[TpaBUJIBHOCTH ONpENENEeHUs MOATBEPXKJIEHA METOIOM «BBEICHO-HAWJIEHO» TNpU aHalu3e
MOJICTIBHBIX TPOO BOABI Uil TpeX ypOBHEH KoHIEeHTpanuid. CXOIMMOCTh BO BCEM IHAMa30HE
HCCIeAyeMbIX KOHIIEHTpaIuii Oblia B mpenenax 96-98 %.

Ha pucynkax 1-3 mpuBefeHbl: XpoMaTorpaMmma CTaHAApTHOTO PacTBOpa CMECH KPE30KCUM-
MeTWJIa W TMPOMUKOHA30J1a; XpOMaTorpaMma MpoObl BOJABI (KOHTPOJIb); Xpomarorpamma IpoObI
BOJIBI C T0OABIICHUEM aHATTU3UPYEMBIX BEIIECTB.
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Tabnuua 2
Ycnosua xpomamozpagpuueckozo pazoenenun Kpezokcum-memuna u RPONUKOHA3014

Xapaxmepucmuku memooa onpeoeneHus Kpezoxcum-memun + nponukonason
Tun gerexropa DneTpOHHO-3aXBaTHBIN
Tun xpomarorpaduueckoil KOJIOHKH Kanmwmnspuas HP-5
Pa3zmep xpomarorpaduueckoil KOJIOHKH 30 m % 0,32 Mmm
TonmuHa c10s1 HEMOIBIKHON (ha3bl 0,25 MM
['a3-HOCHTEND A30T (PeXKHUM MOCTOSTHHOTO JTABJICHUS)
Temmneparypa TepMocTara KOJOHKH 250 °C
TemmepaTtypa paboThI T1eTeKTOpa 290 °C
Temmneparypa ucnapurens 260 °C
OOBEeMHBIN pacxo]1 ra3a HOCUTENs (a30T):
- 4epe3 KOJIOHKY 5 cM3/MuH.
- TIOJIZTYB JIETEKTOpa 30 cm3/muH.
Bpewms ynepkuBaHus Kpe30KCHUM-METHIIA 3,9+0,1 mun
Bpemst ynepxuBaHusi TpOIMMKOHA301a 5,07 £ 0,1 mun
[TporpammHoe obecnieueHue NetChrom

Kak cmemyer W3  TOpeACTaBICHHBIX  JAHHBIX, TPd  3aJaHHBIX  Iapamerpax
xpomarorpadupoBaHusi HAOIIOIACTCS MMOJIHOE pa3elieHue KPEe30KCHM-METHIa U MTPOIMHUKOHA30JIa,
IIPY ATOM KOIKCTPAKTUBHBIC BEIIECTBA B BOJIC HE MEIAIOT Pa3/IeICHUIO.
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st
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i i : : : : : : ‘ il : : : : : i : i
vl ! ! ! ! ! ! :l -l ) ! ! ! ! ! ! ! !
i ! ! ! ! ! ! ! ! ! ! ! ! ! ! ! ! ! !

om w2 e 0y R0 me M BE M2 uno 6% BA B 1 1 N /A 1

Puc. 1. XpomaTorpamma CTaHJIapTHOTO pacTBOpa cMecu Kpe3okcuM-meruia (1) u
nponukoHasona (2) 1 Mxr/ cm®.
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BO3MOXXHOCTb

0¢ U CHU3UTH 3aTpPaThl HA UCCJICIOBAHUS.
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Puc. 2. XpomaTorpamma npoOs! BoJIbI (KOHTPOJIb).

i

I

I

Puc. 3. Xpomarorpamma npoObI BOJIBI ¢ TOOABICHHEM CMECH Kpe3oKcuM-MmeTna (1) u

ITokazana
KPE30KCUM-METHJIa W TMPONMUKOHA30Jla B MPoOax BOJBI, YTO IMO3BOJUT YIPOCTUTh M YCKOPHUTH

BriBoabl

0

P3.3pa6OTaHHBI€ YCJI0BUs TO3BOJISIIOT KOHTPOJMPOBATH YCTAHOBJICHHBIC THIMCHUYCCKUC

nopmatussl (ITJIK B Boze: kpe3okcnM-Metia — 0,3 Mr/am°, mporukonaszona — 0,15 mr/ame).

OIMPCACIICHUC NCUCTBYIOIIUX BCUICCTB B OAHOU IIPO
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