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HOBBIE 1101X0/1bI K AHATU3Y OCTATOYHbIX KO/IMYECTB CUHTETHYECKHX
ITHPETPOH/IOB (HA IIPUMEPE /IEJIbTAMETPHHA)

Hsyuena  6osmoocnocms  onpedenenus  oenomamempuna  (IUPAC:  (S)-a-yuano-3-
penoxcudensun (1R,3R)-3-(2,2-0ubpomeuniin)-2,2-0umemunyukionponankapookcuiama) 6 euoe
MEMULOB020 NPOUZBOOHO20 NPOOYKMA WETLOUYHO20 2UOPOTIU3A.

Knwuesvie cnosa. cazoocuoxocmuas — xpomamoepagus  (I7KX), xpomamo-macc-
cnekmpomempust (I'’X-MC), oenomamempur, npooykmol 2uopoIuU3a

Bueueno  mooicnueocmi  eusnauenns — oenomamempurny — (IUPAC:  (S)-a-yiano-3-
pernoxcubensun (1R,3R)-3-(2,2-0ubpomeinin)-2,2-oumemunyuxionponankapbokcuiamy) y ueasoi
Memuno8oi NoXioHoi NpoOyKmy 2ioponizy.

Kniwouosi cnosa: cazopiounna xpomamoepagis (I'PX), xpomamo-mac-cnekmpomempis (I'X-
MC), oenbmamempun, npooykmu 2ioponizy

The possibility of determination of deltamethrin (IUPAC: (S) -a-cyano-3-
phenoxybenzyl(1R,3R)-3-(2,2-dibromovinyl)-2,2-dimethylcyclopropanecarboxylate as a methyl
derivative product of alkaline hydrolysis is studied.

Key words: Gas-liquid chromatography (GLC), Chromato-mass-spectrometry (GC-MS),
deltamethrin, products of hydrolysis

OcHoBoii obecriedeHns 0€30MACHOCTH MPUMEHEHHs MECTULUAOB B CEIICKOM XO3SHCTBE,
MUHHMH3AIHAN WX BPEITHOTO BO3JICHCTBHS Ha 3/I0POBHE YEIOBEKA M OKPYKAIOMIYIO CPEy SIBISETCS
HAJCKHBI  aHATUTHUYECKH KOHTPOJbh COJCpKAHUS WX MHUKPOKOIMYECTB B  OOBEKTax
TIPOU3BOJICTBEHHOW M OKPYKAFOIIEH CPEJIbI, CEIIbCKOX03HCTBEHHOM CBHIPhE M PO Ty KITHH.

B Hacrosiiee Bpems mpenaparbl Ha OCHOBE MHPETPOUI0B cocTaBistoT moutu 50 % u3 Gonee
200 3aperucTpupOBaHHBIX U Pa3pENICHHBIX K MPUMEHEHHUIO B YKpPaWHEe WHCEKTUIUAOB. OTHUM W3
TUNIUYHBIX ~ TPEJCTABUTENCH CHHTETHUECKUX MHPETPOUAOB  SBISETCS  JACTbTAMETPUH  —
neiictByroinee BemectBo npemnapatos Jerwc [Tpodu 25 WG (250 r/kr, BI'), deuwmc-f-Jlroke 25 EC
(25 r/n, KE), K-O6uons ULV6 VP (6 r/n, YP), K-O6uons 25 EC (25 r/n, KE), IIporyec 110 OD
(10 r/m, M) u ap.

[lomamass B OKpy’KaloUlyl cpeay, MOa JAeWCTBUEM  (U3MYECKUX, XHMHUYECKUX U
Ononorndeckux (HpakTOpoB MECTULIN] TTOJIBEPTACTCs ONMPEICICHHBIM MPEBPAICHHSIM, IeTPagallii U
MOJTHOMY Pa3pyIICHUIO ¢ 00pa30BaHUEM TOKCUKOJIOTUYECKH HE 3HAUMMBIX TIPOIYKTOB [1].

JHenbramerpun anacopoupyercst mouBoil. Ilepwox ero momypacnama ([Tsp) B mouse B
3aBUCHMOCTM OT THUIA TOYBBI, TeMmreparypbl coctaBiser 11 — 47 nueli. OcHOBHON myTh
pa3nokeHus IenbTaMeTprHa B MOYBe — MUKpOOHas nerpanamus. Bennunna J[Tsg B mabopaTopHbIX
a’pOOHBIX ycIoBHsIX cocTaBisieT 21 — 25 cyTok, B aHadpoOHBIX — oT 31 1o 36 cyTtok. doronus Ha
noBepxHocTu mouBbl: HTso — 9 cyrtok. I'mmponusyercs B mienmounoit cpene: nmpu pH 9 HTsg
cocraBisier 2,3 — 2,7 aHA. [lenpTaMeTpHH Ha MOBEPXHOCTH PACTEHMH OBICTPO pa3pyllacTcs: B
3aBUCUMOCTH OT KyibTyphl JTso coctaBnser ot 3-x m10 10 gueit. CiocoOHOCTH JembTaMeTpuHa K
ancopOlMU JHUCTHSIMH M KOPHSIMH pAacTeHH JocTaToyHO cnabas. OCHOBHBIM TPOJAYKTOM
MpeBpaleHUs JeIbTAMETPHUHA CUUTAIOT TpPaHC-IAEbTaMETPUH, KOTOPBIA MOXKET OBbITh BBISBICH B
MaCJIMYHBIX 3€PHOBBIX KYIbTYpax MPHU OMPEIEICHUH OCTATOYHBIX KOJMUYECTB MCXOIHOTO BEIECTBA.
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[To xpuTEepHio CTaOMIBLHOCTH B BETETUPYIOIIUX CEIbCKOXO3SMCTBEHHBIX KYJIBTYPaxX €ro OTHOCSIT K
YMEPEHHO CTAOMIIHLHBIM BEIIIECTBAM.

B cocTaB mecTHIUAHBIX TNpenapaToB Ha OCHOBE JIENbTaMETPUHA BXOMIST TOBEPXHOCTHO-
aktuBHbie BemectBa (70 %  gomenmnOenson  cynbponat kKampinums B 30 %  Oyranose,
STOKCHJIMPOBAaHHBIA  m30TpuAenmioBbiii  crmpt  Genapol X-080 wu ap.), pacrBopurenu
(apomatrueckuit pactBoputesnb Solvesso 100 winu Shellsol A 100), antnokcumantsl (2,6-1u-
TpeTOyTHII-TI-Kpe3ost U apyrue). CyMMapHO UX CofepkaHue B (OPMYJISIIMHA MOXKET MPEBBINIATH
90 %.

[Ipu ompeneneHun nenpTamMeTpuHa B BO3AYIIHOM cpeae, Bojae M mouBe merogom [KX
MEIIIaroIIee BIUSHUE KOMIIOHEHTOB MATPUIIBI U TIperapaTUBHON (JOPMBI B OCHOBHOM HHBEIIUPYETCS
MOATOTOBKOM MPOOKI K aHanu3y. [Ipu ananm3e oObEKTOB 00Jiee CII0KHOTO COCTaBa, KaK, HAIpUMED,
puca, MOPKOBU U JAPYTHUX CEIbCKOXO3SHUCTBEHHBIX KYJBTYpP, BO3HHMKAET HEOOXOJMMOCTH Oolee
TIIATEIIEHOTO YCTPAHEHUSI MAKPOKOMITOHEHTOB MaTPHIIHI.

Jlist  KOHTpOJNsi COAEp)KaHUS JIeNbTaMETPUHA B OOBEKTAX OKPYKAWOMIEH Cpenbl
CEJIbCKOXO3SUCTBEHHOMN MPOJIyKIIMU B HAIllel cTpaHe ObUIH pa3pabdO0TaHbl METOUYCCKHE YKa3aHUs,
B OCHOBY KOTOPBIX TOJIOKEHBI METOIbI TOHKOCJIOMHOM U ra303KUAKOCTHON xpomarorpaduu [2-10].
MeToIuKH OCHOBaHBI Ha W3BJICUYCHUHM CHHTCTHUSCKHX IMMHUPETPOHJIOB W3 aHAIH3UPYEMOW TPOOBI
OpPraHUYEeCKUMHU PACTBOPUTEISIME (KaK TPaBUIIO, XJI0po(hOpMOM, CMEChIO TeKcaHa U arietona, 50 %
BOJIHBIM PacTBOPOM all€TOHA) C MOCIEAYIOIIEeH OYUCTKON IKCTPAKTOB MEPepacipeieICHUEM MEKITY
JIBYMsI HECMEIIIUBAIOIIUMUCS JKUIAKOCTSAMHU M / MM HAa KOJOHKaX ¢ ajcopOeHTaMu U JajbHEUIIeM
omnpezaencuun MerogoM KX ¢ ucmonb3oBaHHEM JETEKTOPOB MO 3axBary 3JeKTpoHOB (D3]] win
JAIIP). [lns aHanmu3a MCIONB3YIOT HAOMBHBIC KOJIOHKH, COJEpIKallie HEMoABKHBIC (a3bl 5 % SE-
30 na xpomarone N-AW-DMCS (0,16-0,20 mm), munoii 0,5 m; 3 % OV-17 na xpomatone N-AW
(0,125-0,160 mm), marHO# 1 M.

B omHoii w3 ymomsHyThix Bbimie Metomuk J[.b. T'mpenko u coaBt. [4] mpemnoxeno
OTIpEJNICJICHUE JelMca B BHJE METHJIOBOrO 3(upa MPOAYKTa €ro IMIEJIOYHOr0 THUAPOJIU3a Ha
HAOMBHOM KOJIOHKE JUTMHOM 2 M ¢ HermoaBmxHON dazoii 5 % SE-30 nHa xpomarone N-AW (0,125-
0,160 mm). ITpu 5TOM IPOM3BOAHOE JEIbTaAMETPHHA MOJIYYarOT IyTeM 00pabOTKH aHATU3UPYEMOM
npo6s1 0,1 H pactBopom KOH B MeTanoe npu HarpeBannu Ha BojsiHoW Oane mpu 70-80 °C. Ilocne
OXJIaXJIeHUs] cMech HelTpanu3ytoT 0,5 H pacCTBOPOM CEpHOM KUCIOTHI B METaHOJIE.

CrnemyeT OTMETUTH, YTO HAOWBHBIC KOJIOHKH YacTO HE OOECIIEYMBAIOT CEICKTHBHOCTH
OIpEeICTICHUS IeJIbTAMETPUHA, OCOOCHHO B CJIOXHBIX MaTpuIiax (Mo4sa, pacTeHUs U Jp.). AHAIU3
JeIbTAMETPUHA HANPSMYIO0 Ha KAMWUBIPHOW KOJOHKE JOCTATOYHO JJIMTENBHBIA U HETOCTATOYHO
9yBCTBUTEIBHBIHN ISl OTIPEACTICHHS B TIPOIyKTaX MTHTAHUS.

Llenpro maHHOUM pabOTHI SBISIETCS M3YYEHHE BO3MOXKHOCTU OMpECNICHUs AebTaMETPUHA B
BHJE MPOU3BOJHOTO MPOAYKTa €ro IMEJOYHOTO THAPOIHM3a — METHIOBOro s¢upa iwmc-3-(2,2-
TUOPOMATEHII)-2,2- TUMETHIIIUKIIONPOIaH-KapOOHOBOK  KucioThl  [Cis-3-(2,2-Dibromoethenyl)-
2,2-dimethylcyclopropane-carboxylic acid, methyl ester] meromom kanumsproit I'KX.

MartepuaJjbl 1 METObI HCCJIEI0BAHNUS

Henpramerpun  —  (S)-o-tmano-3-penokcubensmwt  (1R,3R)-3-(2,2-nubpomBunmn)-2,2-
muMeTtrukiaonponankapookcuar (IUPAC).
Br\
C=CH_ CH, cO,m, .CN
BI‘/ H ; 'C O
H H C,,HyoBr,NO,
CH, M.m. 505.2

JlenbTaMeTpHH — KPUCTAJUIMYECKOE BEIeCTBO Oeyoro IBera 0e3 3amaxa, ¢ TeMIepaTypoi
wiaBnenus (100-102) °C.
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Jlst mpoBeicHHs UCCIICAOBAHUN HAMU MPUMCHEH aHAJIMTUYECKUI CTaHIapT JeIbTaMeTPHUHA
dbupwmst ,,Bayer”, kog Ne AEF 032640001B990012, ceptudurar Ne AZ 14153, yuctora npenapara
99,6 %.

OCHOBHOH CTaHIAPTHBIA PACTBOP ACIbTAMETPUHA TOTOBUJIM ITyTEM PACTBOPCHUS HABECKU
AHAJIMTHYCCKOrO0 CTaHAapTa B aleToHe. Pa0ouyue CTaHIApTHBIE pPACTBOPBI C MacCOBOM
kounenrpanueit 4,0; 2,0; 1,0; 0,5; 0,2 MKr/mMi1 TOTOBWIM TIyTEM pa3BEICHUS OCHOBHOI'O PacTBOpA.
[IpuroToBieHHBIC PACTBOPHI XpaHWIX IIpH Temmeparype +4 °C.

Xpomamo-macc-cnekmpomempomempus’. VCCIEAOBAHUS TMPOBOIWIA Ha  mpubope
,CLARUS 600 T” ¢upmsr ,Perkin Elmer” (uaentudukaius nenbraMeTpuHa W TPOM3BOIHBIX
MPOJYKTOB €ro TUIPOIIN3a).

Tazoocuokocmnas  xpomamozpagus:.  WCCICNAOBAaHWS  TNPOBOJMIM  HAa  Ta30BBIX
xpomarorpadax «Kpucrammoke-4000M» (P®) ¢ kommbrotepHoit mporpammoii «NetChromWin» u
Mogaenmu 3700 (PD) ¢ mpuMeHEHHEM KaNM/UIIPHBIX M HAOWBHBIX KOJIOHOK, AeTeKTOpoB D3]] u
JUIT (upeHTUUKAIMS W KOJMUYECTBCHHOE OMNpECICHHE JebTaMETPUHA M MPOU3BOIHBIX
MPOJYKTOB €ro TUIPOJIN3a).

Kanunnapuule xononxu:

Ne 1 — «Elite-5MS» ("Perkin Elmer"), mmunoit 30 M, BHyTpeHHuM nuametpom 0,25 mm,
TOJIIIMHA cJI0s1 HeroABWKHOU (a3l (HD) 0,25 mMrwMm;

Ne 2 — HP-5, conepxamias HermoaBrmkHyto $hazy 5 %-dpermn-95 %-1uMeTHImoIuCcHiIoKcaH,
mmHou 30 M (Tonmuna ciost 0,25 MkM), BHyTpeHHHM AuaMeTpom 0,32 mm;

Ne 3 — «Zebron» ZB-WAX ¢ uenoasmwxkuo# (azoit 100 Y%-monusTHACHIIMKOb, JTHHON
30 M (Tommuna cinost 0,25 Mkm), BHyTpeHHHM quametpoM 0,32 MM.

Habuenvie kononxu.

Ne 4 — copepxamas [Tonucop6-1, nmuHa KOJTOHKH 2 M;

Ne 5 — wenopBwkHast daza: 1,5 % OV-17 + 1,95 % QF-1 na unepraom Hocuresne Chromaton
N-AW-DMCS (0,1-0,125 mm), 1irHA KOJOHKH 2 M.

Tasvi-nocumenu: remuin (st 'X-MC), azor (mas I'KX) kBamudpukamum «OCYU» ¢
conepxanueM kuciopoja He 6omaee 0,003 %.

Wnentudukaniio COeTUHEHHUH MPOBOIMIIN C UCTIOIH30BAaHIUEM BHEIIHETO CTAHIAPTA.

Pe3yabTaTsl cc/ieloBaHUi M UX 00CY:KIeHH e

[IponykTsl  ruAponu3a  JelbTaMeTpPUHA H3y4Yald C  TOMOUIbI0  XpoMaTo-macc-
CIIEKTPOMETPHH.

Jlaboparopusblii o0Opaszer] NPOAYKTOB IIEIOYHOTO THAPOSN3A JeJIbTaMETPUHA TMOTyYalu
nobasiaeHneM K 1 M1 cTaHmapTHOro pacTBOpa JeidbTaMETpMHA B AlLETOHE C MAacCOBOM
koHmentpanueii 1934 mxr/mn 3-5 kamens 30 %-HOro pacTBOpa METHJaTa HATpPHsS B MeETaHOJIE.
[Tocrne mpekpareHust mpoiecca oOpa3oBaHHs ocajaka no0apimsi 9 Mi H-TekcaHa. MaccoBas
KOHIEHTpAalUsl TMOJIy4eHHOTO pPAacTBOpa ILIEJNEBOT0 aHaJWTa COOTBETCTBOBAJIA KOHLEHTPALUU
nenpTamerpuHa paBHoi 193,4 Mxr/mit.

Perucrpanuio XxpoMarorpamMm MpPOU3BOJHBIX JE€JIbTaMETPUHA NPOBOJAUIM B YCJIOBHSIX
metogoB «Method 8081A» (EPA, CIIA) [11] u «QUEChERS» (AOAC) [12] B pexume
WOHM3AIMN MOJIEKYJI 3JIEKTPOHHBIM yJIapoM ¢ 3Hepruei 3nektpoHoB 70 eB ¢ wmcmonb3oBaHneM
monel El+. Bpemsi ckanupoBanusi coctaBisio 0,2 ¢, may3a mexay ckanupoanusimu — 0,01 c.
KonnuecTBO ckaHMpoOBaHWW Ha OJWH YCPEOHEHHBIM MACC-CHEKTP COCTaBIISLIO 10°. Viomst
UCCIeyeMbIX MOJIEKYN (pukcupoBanu B quana3zone macc 45 + 450 m/z. OcraroyHoe naBiieHHE B
KaMepe HOHM3aLuK cocTasisuio ~ 8.6x107°. Temmeparypa ucrousnka nosos 250 °C, Temieparypa
unxekropa 275 °C.

Paznenenrie KOMIMOHEHTOB OCYIIECTBIISUIA Ha KamwuisipHo kosioHke Ne 1. [Maz-Hocurens —
rejuid, CKOPOCTh MOTOKa KOTOPOro coctaBisut 20 mui/muH. TeMrepaTypHBI PeXUM PErHCTPAIH
XpoMaTOrpaMM CTaHJAaPTHBIX PACTBOPOB JIeTbTaMETPUHA MpeCTaBlIeH B Tabmule 1.
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Tabnuya 1
TeMnepaTypHbIii pesKMM PerucTPAlHM XPOMATOTPAMM CTAHAAPTHOI0 pacTBopa

AeJbTaMeTPUHA
TeMmneparypHbIit CkopocTb Koneunas Bpems
pexKkuM U3MeHeHusl Temneparypa, °C | yaep:KUBaHHSI, MUH.
TeMIIepaTyphl,
°C/muH.

HauanpHbrit 0,0 80 1,00

1 40,0 250 30,00

2 20,0 280 3,00

VYka3aHHBIH TeMIlepaTypHBIH pPEXKUM OO0ECIICUMBaCT ONTUMAIBHYIO YYBCTBHTEIHLHOCTH
JNETEKTUPOBAHUS JEIbTAMETPUHA [0 CPaBHEHUIO C JPYTUMH YCJIOBHSIMH,
WHTEHCUBHOCTB €T0 XpPOMATOTpaUICCKUX MUKOB HE MPEBHIIIACT KITyMa».

Ha puc. 1 mpencraBiena xpoMaTorpamMma CTaHIAPTHOTO pacTBopa JesbTaMeTpHUHA, Ha
puc. 2 — xpoMaTorpaMma mpoAyKTOB IIEIOYHOTO THIPOIN3a JIeIbTaMETPUHA U €T0 MPOU3BOTHOTO,
MOJIyYCHHBIE Ha Xpomaro-macc-crekrpomerpe ,,CLARUS 600 T” ¢upmser ,,Perkin Elmer” ¢
MCIIOJIb30BaHUEM  KamwuiipHOi kojoHku «Elite-5MS». Bpems ynepkuBaHus H30MEpOB
nenprameTpuHa 1 u 2 cocraBmsier 21,94 u 23,36 MuH., COOTBETCTBEHHO. BpeMeHa ynepKuBaHuUs
MIPOYKTOB MIEJIOYHOTO TUIPOIH3a U [IEJIEBOTO MPOU3BOIHOTO MPEACTABICHBI B TAOIUIIE 2.

npu  KOTOPBIX

193.4 mkg/ml , 24-May-2012 + 13:17:17
deltametryn_01_01 Sean El+
1004 23.36 TIC

Deltarnathrin Il

Deltamethrin |

2194 L
o
.

T T T T T T T T T T T T T T T T T T T T T T T T  Time:
8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 15.00 2000 21.00 22.00 23.00 2400

WBIDD
Puc. 1. XpomarorpamMma CTaHIApTHOTO PacTBOpa JeNIbTAMETPUHA B aleToHEe (Xpomaro-

macc-criektpometp ,,CLARUS 600 T” dupmsr ,,Perkin Elmer”, xkanwmispaas xomonka «Elite-
5MS»)
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193.7 ug/ml
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Puc. 2. XpomatorpaMMa CTaHZAPTHOTO pacTBOpa JeNbTaMeTpHHAa B AIETOHE IOCIE €ro
IIEJTOYHOTO THUAPOJIHM3a C 00pa3oBaHHEM IMPOU3BOTHOTO (Xpomaro-macc-crekrpomerp ,,CLARUS
600 T dpupwmsr ,,Perkin Elmer”, xanumnsphas kononka «Elite-5MS»)

Taonuua 2

XapakTepHble Macc-CIIEKTPHI I TOYHOH KOJIMYEeCTBEHHON UIeHTH(PUKALIUH
NMPOAYKTOB LIEJ0YHOI'0 THAPO/IN3a Ae1bTaMEeTPHHA

XuMmnueckoe coenuienue | bpyrro- CrpykrypHass | Bpemsa | Macca |OTHocHTe/b-
¢popmyana ¢popmyna YAEpP:KU- | HOHHAA, Hasl

BaHus, m/z HHTEHCHB-

MHH HOCTH, %0
cis-3-(2,2-Dibromoethenyl)- | . o o I 44,5
2,2-dimethylcyclopropane- 9T2=t2 BY\X*D 9,25 181 100
carboxylic acid, methyl ester ol 253 58,1
141 62,7
3-Phenoxybenzaldehyde CisH10s | © @ : ©) | 1290 169 74,2
198 100,0
] 93 40,2
4'-Phenoxyacetophenone C14H1,0; @ @ 14,77 253 100
' 255 46,5
- 169 36,0
Methyl-3-phenoxybenzoate C14H1,03 @ : @ L. 15,44 197 80,8
228 100,0

Takum obOpazom, B pesynabrare ['X-MC ananu3a ObUIM 3aperuCTPUPOBAHBl U

UICHTU(OUIIMPOBAHBI POIYKTHI MIEIOYHOTO THAPOJIN3aA JeIbTaAMETPHHA U JICPUBATH3AINU. AHAIN3
MOHHOTO COCTaB MAacC-CIEKTPOB IO3BOJHI BBIACIUTH HA0Op XapaKTEPUCTHYECKHX HWOHOB JUIS
JaTbHEHIIEro Ka4eCTBEHHOTO aHanu3a (Tadi. 2).

Ha xpomartorpamMmax perucTpupyroTcsi pparMeHTsl MOJICKYJIbl, HACHTH()UIINPOBAHHBIC KaK
3-¢eHokcuben3anpaerua, Metwi-3-hpeHokcnOen3oar u 4’-heHokcHaneToheHOH, KOTOPhIE MOTYT
CIY»KUTh MHAMKATOPAMHU JKCIO3MIMH HE TOJBKO ACIbTAMETPUHOM, HO U APYTUMH MUPETPOUIAMHU.
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Onnako, (QparMeHT MOJIEKYJIbI, KOTOPBI  XapaKTepeH TOJbKO JUIS  JelbTaMETPHHA,
uaeHtuduimpoBad nouckoBoir cucremorr NIST 2008 kak MertwsnoBwid 3¢up 1wc-3-(2,2-
JTHOPOMATEHIII)-2,2- TUMETHIIIUKIONPOIIaHKapOOHOBOM KUCIOTH [Cis-3-(2,2-Dibromoethenyl)-2,2-
dimethylcyclopropane-carboxy-lic acid, methyl ester].

Cxema mIesTIoYHOT0 THIIPOJIN3a JIeTbTaMETPUHA METHUIIATOM HATpUsl MIPEJCTaBIICHA HA pHC. 3.
LleneBbIM  MPOAYKTOM  SIBISIETCSl  METWIOBBIA  3bup  1mc-3-(2,2-aubpoMdTeHun)-2,2-
JMMETHIIIUKIIONPOIAaHKAPOOHOBOM KHCIIOTHI.

O/ i
3

1 2 4

Puc. 3. Cxema mIeI09HOro THAPOIIN3a JeIbTaMETPHHA METHIIATOM HATPHS:
1 — neapTaMeTpUH; 2 — METHJIAT HATPHUS, 3 — METHUJIOBBII dup 1uc-3-(2,2-1ubpomerenun)-2,2-
JTUMETHII-ITUKIIONPOIIaH-KapOOHOBOM KUCITOTHI; 4 — 4’-(heHoKchaneToheHOH
(naeHTH(UIMPOBAHHBIN IPOIYKT THAPOIIH3A).

Takum ob6pazom, meton ['X-MC ananu3a poayKTOB MPEBpAICHUS JIeIbTaMETPHHA TIOCIIe
IIEJIOYHOTO THUIPOJIM3a METHJIATOM HATPHsl TOKa3aJl BO3MOXKHOCTh WCIOJB30BAaHUS I €ro
uAeHTUGHUKAIIME ~ METHIOBOro d3dupa  muc-3-(2,2-1ubpoMaTeHm)-2,2- TMME THIIIHKIONPOIIaH-
KapOOHOBOM KUCIIOTHI.

[TpoBeneHbl HCCIETOBaHUST MO OOOCHOBAaHUIO ONTHUMAIBHBIX YCIOBHUH KOJIUYECTBEHHOTO
ONpeNeNieHUs]  JebTaMETpUHA B BHJE METHIOBOTO »3dupa 1uc-3-(2,2-1udpomdTeHun)-2,2-
JMMETHIIIUKIIONPOIAaHKApOOHOBOM KHCIOTHI METOJIOM Ta30KUAKOCTHOW xpomarorpadum. s
paboThI MCHOJIB30BATUCH KanwuIsipHbie KojdoHku: HP-5 (Ne2), comepikarias HEmoaABUXHYIO (a3y
5 %-dennn-95 %-aumerunnonucuinokcan giuuHOM 30 M, BHyTpeHHHM auameTpoM 0,32 Mm
(rommuaa crmost HemoaBrKHON (aser 0,25 mrm), «Zebron» ZB-WAX (Ne3), comepskarmas
HenoiBKHYI0 (a3y 100 %-nomudTrneHruKob, JymHoi 30 M, BHyTpeHHUM auamerpoMm 0,32 Mm
(rommmua cnost HemoaBkHOW (a3l 0,25 MkM); HaOWBHBIE KOJOHKM JuHOW 2 M: Ned ¢
HenoIBIKHOU (pazoii mommcop6-1 u Ne5 co cmechro HenmoasmxkHBIX Ga3 — 1,5 % OV-17 + 1,95 %
QF-1 na nHocurene Chromaton N-AW-DMCS (0,1-0,125 mMm). AHanu3 mpoBOAMIM Ha Ta30BbIX
xpomarorpadax ¢ 3JIEKTPOHHO-3axBaTHBIM jgeTekTopoM (D3]I) W JETEKTOPOM HOHH3AIMKA B
wtamenu Bogopoaa (JINIT).

VYcnoBus xpomarorpadupoBaHus:

1. Ta3zoBelii  xpomarorpad «Kpucramnokc-4000M»: kanunnapuas xononka Ne 2 -
MOdTAITHOE TPOTPaMMHUpPOBaHKUE TeMmmepaTypsl Tepmoctata KoimoHok ot 70 °C mo 150 °C co
ckopocteio 50 °C/mun, 3arem g0 200 °C co ckopoctbio 6 °C/muua 1 10 280 °C co CKOPOCTBIO
16 °C/mun; temmnepatypa ucnaputeis 250 °C, merekropa D3]] 280 °C. BxomHoe naBieHue Ha
KOJIOHKY a3oTa ocoOoi yuctothl 0,8 atm., mogmyB Ha aerektop 30 CM3/MI/IH, cOpOC ¢ KOJIOHKH
10 cm®/muH, pacxox Bozayxa 300 e /muH, Bogopona 30 e /MuH. Bpemsi  ynepxuBanus
METHJIOBOTO 3dupa 1uc-3-(2,2-1u0poMITEHI)-2,2- TUMETHIIUKIONPOITAaHKaPOOHOBOM KUCIOTHI —
5,7 MUH; MUHUMAJIbHO JieTeKTupyemoe komuaectBo — 0,05 mkr/mit.

2. TazoBenii xpomatorpad «Kpucrammokc-4000M»: kanunnapnas konouka Ne3 —
nporpaMMHpOBaHHe Temrepatypbl KoJdoHkH oT 50 mo 220 °C co ckopocthio 4 °C/muH,
temnepatypa ucnaputens 230°C, nerextopa [TM]] 250 °C, BxogHOE AaBieHHE HA KOJOHKY a30Ta
ocoboit unctots! 0,8 at™., moamys Ha aerektop 30 cv*/muH, copoc ¢ komouk 10 cm®/MuH, pacxos
Bosgyxa 300 cm®/muH, Bogopoga — 30 cv’/muH. Bpems yiepuBaHus METHIOBOTO ddupa 1uc-3-
(2,2-nubpoMaTeHI)-2, 2- TAMETHIILIMKIIO-TIPOTIAaHKAPOOHOBON KHCIOTH — 7,74 MHH, MHHUMAJIbHO
nerektupyemoe koauuectBo — 0,25 Mkr/mit.

3. I'azoBoiit xpomarorpad «Kpucrammokc-4000M»: nabuenas xonronka Ne 4 — temnepatypa
tepmoctaTa koonku 180 °C, nerexropa JAUII 230 °C, ucnapurens 210 °C, pacxoa ra3a-HOCUTEIS
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(azoT ocoboii unucroTer) — 30 e /muH, Bo3ayxa — 300 eMS/muH, Bojgopoaa — 30 e /M. Bpewmst
yICpXKUBaHUS ~ METHWJIOBOro  3dupa  1mc-3-(2,2-1uOpoMITeHI)-2, 2- IMMETHIIIMKIOIPOTIaH-
KapOoHOBO# KKCI0TH — 1,07 MuH. MHHHMANIBHO JAeTekTHpyemMoe KoauuecTBo — 0,01 Mkr/mit.

4. TazoBwiii xpomarorpad wmomenu 3700: Habuenas konomka Ne'S —— Temmeparypa
tepmocTtara kosoHok 180 °C, ucnapurens 210 °C, merektopa 93]] 250 °C, BXOaHOE JaBJICHHE HA
KOJIOHKY ra3za-Hocutens (a3ora ocoboii uucrotel) 0,8 arm. Bpems ynepxuBanus — 1,75 MmuH.
MUHMMAIBHO JETEKTHPYEMOE KOJIMYECTBO METHIOBOro 3dupa muc-3-(2,2-mubpoMaTenun)-2,2-
JMMETHIIMKIIONPOankapOooHoBoit kucaoTel — 0,01 Mxr/mit.

Ha puc. 4 npexacrasieHa xpomatorpaMma CTaHIApTHOTO pacTBOpa JAeTbTaMETPUHA ITOCIE
THIIpOJIN3a, TTodyyeHHas: Ha xpoMaTorpade «Kpuctammoke 4000M» Ha kanuuisspHoit koonke HP-
5 (mmamazon nuHeinoctn 0,05-1,5 wmir/ma). Ha puc. 5 mnpencraBmeHa XpomarorpaMma
CTaHJAPTHOTO PacTBOpA JIEIbTaMETPUHA TIOCIIC TPOBEACHHS THAPOJIN3a, OJYUCHHAs Ha HAOMBHOMN
kostorke Ne 4 xa xpomarorpade «Kpucrammoke 4000M» (nuanason nuneitnoctu 0,2-2,0 Mxr/mi).

25 4877

1805487

1555487

1385487
v3an

1175487

9e5.487

755487

545 487 —

t t t t t t t t t t t t t
00.00 0061 0.2z 01.82 02.44 03.05 0366 0427 04.88 05.43 0610 0671 073z 07.92 08.54

Puc. 4. XpomatorpaMMa CTaHZAPTHOTO pacTBOpa JeNbTaMETpUHA B AIETOHE IOCIE €ro
rHpoH3a ¢ oOpa3zoBaHueM npousBojaHoro (xpomartorpad «Kpucrammoke 4000M», kanmwisipHas
kosonka HP-5)

Ha puc. 6 mpencraBieHa xpomaTorpaMMa CTaHIapTHOTO pacTBopa aeibTaMeTpuHa (0e3
NPOBEICHUS THAPOIN3a), Mojdy4eHHas Ha xpoMaTtorpade «Kpucramtoke 4000M» ¢ KanuuispHO
kostonkoit Ne 2 (mmanazon nmHeriHocTr 0,1-10 Mkr/mi, temnepatypa koionku 250 °C). Ha puc. 7
Ipe/ICTaBJICHA XpoMaTorpaMma METHJIOBOTO a¢upa uc-3-(2,2-qubpomatenun)-2,2-
JTMMETHIILIUKIIONPONAaHKapOOHOBOM KHUCIIOTHI, MOJMy4YeHHass Ha Xxpomatorpade «Kpucramroke
4000M» ¢ xanmuuisipHON KoJIoHKOH Ne 3 mociie 00paboTKK CTaHIaPTHOTO pacTBOpa JAeIbTaMETPHHA
MeTriaToM Hatpus (nuanason nuneitnoctu 0,01-10 mMxr/mo).

bbuta wW3ydyeHa CEIEKTUBHOCTH OIPEICIICHUS JIEbTaMETPHHA B TPUCYTCTBUH JPYTHX
CHHTETHYCCKUX MHUPETPOUIOB (JIAIMOIa-IIUTaIoTpUHa, OMEHTPHUHA, IEPMETPUHA, ITUIICPMETPHHA)
Mocje IIEJIOYHOr0 THAPOJM3a MeTwiaroM Hatpus. Ha puc. 8 mnpuBeaeHa xpomarorpaMma
CTaHJApTHOTO pPACTBOpa CMECH CHHTETHUYECKUX MHUPETPOHIOB TOCIE MIETOYHOIO THUAPOSIU3a
METHJIATOM HATpPHSI.
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Puc. 5. XpomarorpaMMa CTaHJApTHOTO pacTBOpa JelbTaMETpHUHA B all€TOHE IIOCJIE €ro
ruapoiusza ¢ oOpa3oBaHMEM TMPOM3BOJHOIO, IMOJlydeHHas Ha Xpomarorpade «Kpucramioke

4000M» Ha HaOMBHOM KOJIOHKE ¢ IoJucopOom-1
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Puc. 6. XpomaTorpamma CTaHIapTHOTO PAacTBOpa JelbTaMETPUHA B alleToHe (Xpomarorpad
«Kpucrammoke 4000M», kanmsipHast Kosionka HP-5)

[ToxazaHa BO3MOKHOCTh ONPE/CICHUS JCIbTaMETPUHA B BUAEC METHJIOBOTO 3(upa mwuc-3-
(2,2-mubpoMaTeHIN)-2,2- TAME THIIIUKIONPONAaHKapOOHOBOM KHUCJIOTHI B MPHUCYTCTBUH JIIMO/1a-
UrajgoTpuHa, OupeHTpuHa, NepMeTprHa U HUIEPMETPUHA, YTO UMEET BaXKHOE 3HAUCHHUE B CBS3U C
BO3PACTAIONIMM IPUMEHEHUEM CMECEBBIX HHCEKTHIIMIHBIX MTPETIapaToB.

19



|||||||||||||||||||||||||||||||||||||||||||||||||||||||||

St ST

= eF'al _§
z
=
=
g
=
B ..
=
=
=
=
o)
2
=
=
B ..
=
z
=
=3
=
B
S
=
=
=3 4
B A £Z'0b %]
b=
=
= —
= =1 =
o BeRs 4
=
= ]
P
g I
Pyl F1
- mm_.m_l.mu
L=} - b |
e LS —F
1 1 1 1 I
= LN .y o Ly
a2 sy = == ==
22 e = e =
= = ﬂ_ = = =
—1 L= — fxr) = gr=)
= = = 5 =
-

L B A A B 1
0458 07.48 R 1246 1456 1745 1934 24 45 4 A% 4

1243

10

Uy

Puc. 7. XpomaTorpaMma CTaHZapTHOTO PACTBOPA JIIbTAMETPUHA B alleTOHE MOCIIE eT0
THIPOJIH3a ¢ 00pa3oBaHreM Mpou3BoaHoro (xpomarorpad «Kpucrammoke 4000M», kanuisipHast

KoJIoHKa «Zebron» ZB-WAX)
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Puc. 8. XpomarorpamMMa CTaHJApTHOTO PacTBOpa CMECH CHHTETHMUYECKUX MHPETPOUIIOB
nocie o0paboTku Metwnatom Harpus (xpomarorpad «Kpucrammoke 4000M», kanmwuispHas

kosonka HP-5)

Jis pa3paboTKu METOAMKU OIpeNeieHusl AeIbTaMeTpuHa B BHUJE €ro NPOU3BOIAHOIO B
mpobax pruca U MOPKOBH OBUIM BBEIOpPAHBI YCIOBUS XpOMaTorpapupoBaHusi, IPeACTaBICHHBIC BBIIIC
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JUIsT HAOMBHOM KOJIOHKM JJIMHON 2 M ¢ HemonBrkHOW (azoit 1,5 % OV-17 + 1,95 % QF-1 nHa
Hocutene Chromaton N-AW-DMCS (0,1-0,125 mm), a Tarxke s KamwuisipHoi koionku HP-5
mHoM 30 M, BHyTpeHHUM auameTpoMm 0,32 MM, coaepikamield HemoaBwxHY (a3y 5 %-denun-
95 %- IMMETHIIIIOIMCHIOKCAH ¢ TOMIMHON cios 0,25 MKM.

MeToauka OCHOBAHA HA W3BJICUCHUU JCIbTaMETpUHA U3 MPoO CMEChI0 TeKcaHa ¢
alleTOHOM, OYMCTKE SKCTPaKTOB Ha KOJOHKE C CHJIMKAarelieM U JajbHeilieM ompeaeeHuu
JIeIbTAMETPUHA B BUJE €r0 MPOU3BOJHOTO — METUIIOBOTO 3dupa nuc-3-(2,2-nudbpoMdTeHnn)-2,2-
JTUMETHIITUKIIONPONIaHKapOOHOBOM KHCIOTH MeTtogoM [OKX ¢ wucmosp3oBaHWEM AIIEKTPOHHO-
3axBaTHOTO jeTekropa (D3/1).

IMoaroroBka mpodwbi. Hasecky (50,0+0,1) r wu3MenbueHHON mHpoObI 3epHA puca WU
kopuertonoB MopkoBd  (10,0+0,1) r momemaroT B KOHHYECKYIO IUTOCKOJOHHYIO —KOJIOY
BMecTuMocTbio 100 mut. Ilepen sxcTpakuueit npoOsl 3epHa puca yBnaxssa0T 20 M Bojbl. B konby
npuauBaroT 50 Mt cMecu rekcan+areton (1+1, 06+00) U TIIaTEIBHO TEPEMENTUBAIOT HA armapare
s BerpsixuBaHusi B TeueHue 30 MuH. IlomydeHHBIH 3KCTpakT MmpoObl OTGUILTPOBBIBAIOT O]
BaKyyMOM Ha BOpoHKe broxnepa uepe3 OymakHblil QuibTp “KpacHas jeHta” B konOy byH3ena.
Okerpakuuio ToBTOpsOT. Octatok mnpoObl Ha ¢unbTpe npombBaioT 10 M1 amerona.
OO0benuHeHHbI  (QuiabTpaT u3 KonObl byH3eHa mNepeHocsAT B JIEIUTEIbHYI0 BOPOHKY
BMecTHTeNbHOCTHIO 250 miut. [locie pa3zaenenus cinoeB BEpxHIOK a3y OTAEISIOT, IPOIyCcKas yepes
cioit 6e3BoHOrO cysbdara Harpus (10 r), moOMeENIeHHBI HA TaMIIOH M3 OOE3)KUPEHHOW BaThl B
XMMHUYECKOH BOPOHKE, M MEPEHOCAT B KPYIJIOJOHHYIO KOJIOYy Ui YNapuBaHUS PacTBOpHUTENEH
(BMectumocThio 250 mut). TloydeHHBIN SKCTPAKT KOHICHTPUPYIOT HAa POTAIIMOHHOM HCITAPHUTEIIe
npu temneparype 35-40 °C npubausurensHo 10 1 vt OctaTok pacTBOpUTENs YIAJIAIOT HOTOKOM
a30Ta 0co00 YHCTOTHI IO CYyXOTO OCTaTKa MPOOHI.

IMoaroroBka xpomarorpaguyeckoii KOJOHKH I OYHUCTKH IKCTPAKTOB. B HIDKHIOMO
YacTh CTEKJITHHOM KOJIOHKM JJIMHOW 25 ¢M M BHYTpeHHHUM JuaMeTpoM 1,5 cM BCTaBISIOT TaMITOH
u3 o0e3kupeHHo# Bathl, BHOcAT 5 T cwmmkarenas JI (40-100 mxm) mis xpomarorpadum,
npeABapHUTeNbHO npocymieHHoro npu temmeparype 130 °C B Tedenue 5 yacoB. CBepXy HACBHIIAIOT
cioii Ge3BogHOTO Cyibdara Hartpus BbicOTOM 1 cm. Komonky mpombiBaroT (co ckopocThio 1 —
2 karm B cekyHay) cHadana 20 Mi H-TekcaHa (JaloT pPacTBOPHUTENIO CTeYb IO BEPXHErO CIIOS
coaepxumMoro), 3atem 30 M1 cMecu rekcaHa ¢ atunanerarom (9+1, mo o0wvemy), a motom — 20 M
reKcaHa. DIIOEHTHI 0TOPACHIBAOT, ITOCIIE Yero KOJIOHKA rOTOBa K padore.

OuucTKa IKCTpPaKTa HA KoJoHKe. Cyxoi ocTtaTok MpoObl pacTBOpstoT B 10 M1 rekcaHa,
2 MJT aJIMKBOTHI MPOOBI BHOCST B MOATOTOBJIEHHYIO KOJOHKY. [IpoMbIBaroT koaoHKy S50 M1 rekcaHa,
KOTOpBI 0TOpackiBatoT. [lenbraMeTpuH 3110upyroT U3 KoJoHkH 30 MJI cMecu TeKcaH+3Tujalerar
(9+1, mo oOwvemy) B konmOy ansi ynapuBaHus pactBopurened (Bmectumocthio 100 mu). IIpoOy
yIapuBalOT Ha POTAMOHHOM HCIIApUTENe NpH Temmeparype BojasHoi Oanu He Bbime 40 °C mo
oOBema pactBopa 1 M, a ganee B Toke a3ora Jocyxa.

Cyxoiif octaTok mpoObI pacTBOpsioT B 1 mMil TekcaHa. BHOCST B TMONy4eHHBIH pacTBOp 3-
5 kamenb 30 % pactBopa MeTuiata Hatpus B MeTaHosne. CMech TIIATENBHO MEPEMEIINBAIOT B
TeUYeHUEe 2 MHHYT, 3aT€M JAIOT OTCTOAThCS B TedeHne 10 MuHYT 10 BhIMageHus: ocanaka. Ocamox
GuIbTpyIOT uepe3 GuIbTp «cuHAA JeHTa». Jlanee npoOy xpomarorpadupyor.

Cxema MCTOIUKHU OIPCACIICHUSA NCIIbTaMCTPHUHA B IIPOAYKTAX MPCACTABJICHA Ha PHUC. 9.
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HN3menbueHue U B3BeIMBaHHE 00pa3na
Puc (3epno) - 50 r
MopkoBb (kopHemoas) — 10 r
J
N
IKCTpaAKIHUSA
I'ekcan + aneron (1+1, 06+00)
50 mu (2 pa3a mo 30 MuH)
J
( )
O0e3BoKBaHUE
Na,SO,, 0e3BoXHBIH
. J
( )
Ynapusanue
40 °C
. J/
Oumncrka
KoJionka ¢ cmimmkaresiem JI (40-100 mxm)
dmoent — 30 MJI cMecH pacTBopHTeeit
I'ekcan + 3rimnanerar (9+1, mo 00nemy)
( )
YnapuBanue
40 °C
(N J
e ™
I'naposn3 neibTaMeTpHHA METHIATOM HATPHSA
I'KX anaau3
(. J

Puc. 9. CxemMa METOAMKHM ONpeAETCHHs JelbTaMETpHHA B 3€pHE pHCa U KOPHEIIoIax
MOPKOBH.

BriBoabI

Takum oOpaszomM, pazpaboTaHa MeTOAMKA, KOTopas 00ecleyrBaeT BBIMOJTHEHUE U3MEPEHUs
MacCOBOM JIOJM JeNbTaMETPHHA B 3EpHE pHUCa M KOPHEIUIOJAaX MOPKOBH B JHAaIra3oHe
konmentpanuii ot 0,005 10 0,5 MI/Kr ¢ OTHOCHTENBHOM OIUOKONH M3MEPEHHIA, HE MPEBHIIIAIOIIEH
20 %.

[IpennoxxeHHas MeToAuKa 00IaaeT PSAIOM IIPEUMYIIECTB:

1. Tlpu ananmu3e 3epHa puca IKCTPAKT JaXKe IMOCIE OYHUCTKH Ha KOJOHKE COJIEPIKUT
pPacTUTENBHOE MACIIO, YTO HenonmycTumo i nocienyromero [OKX anamuza ¢ 931, [Ipu runponuse
METHJIATOM HATpHsl JOCTUTAETCS HE TOJIBKO MPEBpaIeHHE eTbTaMEeTPHUHA B METHIIOBBIN d(Up MHC-
3-(2,2-mnOpoMaITeHII)-2, 2- TAMETHIIIIMKIONPOIIaHKApOOHOBOW ~ KUCIIOTBI, HO U  pa3pyllicHHe
OCTaTKOB MacJia, 4YTO HUBEJIUPYET BIMSIHIE MAaTPUIIBI IPU XpoMmatorpadudeckom ananuse ¢ 93/1.

2. CyIecTBEHHO COKpamaeTcsi MPOAOHKUTEIFHOCTh XPOMAaTOrpadupoBaHus MPoOkI: BpeMs
yAEp >KUBAHHUSI 1I€JICBOTO aHAJNTA HE MPEBHINIAET 6 MUH.

3. ObecrnieunBaeTCs CEIIGKTUBHOCTh ONPEJICIICHUS MCCIEAYEMOTO MECTUITNIAa YCTPAHCHUEM
MEIIAIOIIEeTO BIUSHUS APYTUX BEIIECTB, B TOM YHCIIE U MECTUIUIOB.

4. YyBCTBUTEIBHOCTh OMPEIEICHHUS IMOJyYSHHOTO MPOU3BOIHOTO JIEIhTAMETPUHA BEHIIIIE,
YeM UCXOJHOTO COCIMHEHUS, YTO YPE3BBIYAHO BaXKHO JJISl OTPEIENICHHUS €ro CIeI0BhIX KOJIHMUECTB
B IIPOJYKTaX MUTAHHS U 00BEKTAX OKPYIKAIOIMIEH CpeIbl.
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