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Onrumuszanms cTagum NpodoNnoAroTOBKU
JJIS1 9yBCTBUTEJIBbHOIO0 onpeneaenus meradoauros /AT
B NIPOAYKTAX NUTAHUS METOA0M ra3oBoil XxpoMarorpaguu — Macc-CieKTPOMeTPUH

B cBsI31 €O CIIOKHOCTBIO OOHAPYKCHHUS CIICOBBIX KOJIMYECTB Xjiopopranndeckux nectunuaoB (XOIT) B mpomykrax
MUTaHuUs (Ha yPOBHE HI/KT), CYIIECTBYET OCTpasi HCOOXOMUMOCTD B pa3pabOTKe BHICOKOUYBCTBUTEIBHBIX M HEJOPOTUX
METONIOB aHanu3a. JlaHHas paboTa MOCBsIeHa pa3paboTKe HEIOPOrol METOMTUKH MPOOOMOATOTOBKH JIJIsl BBICOKOUYB-
ctBuTenbHOTO onpenenenust XOIT MeTo10M ra3oBoii XxpomMarorpaduu ¢ Macc-ClIeKTPOMETPUICCKUM JICTCKTUPOBAHUEM.
OnTUMU3UPOBAHHAS MPOOOTIOITOTOBKA BKITFOUACT SKCTPAKIHIO OPTaHUICCKUM PACTBOPHUTEIIEM, OUUCTKY MPOITYCKaHH-
€M Yepe3 MHOTOCITIONHYH0 KOJIOHKY Ha OCHOBE MOAMGDHUIIMPOBAHHOTO CHIIMKATEIS M KOHIICHTPUPOBAHHE IO MAJIOTO
o0beMa. YCTaHOBIICHO, 4T0 00beM H-rekcaHna 100 MIT SBIIIETCS ONTHMAIBHBIM JUTSI TIOJTHOTO M3BJICYCHUSI METa0OIUTOB
JT u3 kononku. Ha craguu ouncTku norepu aHaauToB He npesbimaroT 20%, a npu koHueHTpuposanuu — 30%. B
xoJie onTuMm3aIn npenensl ooHapyxkerus XOI1 camxkenst 1o 12 Hr/kr. [Ipeaess! BOCIPON3BOAMMOCTH OTPEIeIICHHS
I u JJI/1 ve npeBbimarot 25 u 27%, cooTBeTCTBEHHO. [IpoBeieHO 00ceIoBaHus TIPOAYKTOB MMUTAHHUS )KUBOTHOTO
W PACTUTEIHHOTO TIPOUCXOKICHUS C T. AJIMATHI C IIOMOIIBIO ONITUMH3HPOBAHHOW METOJUKH IPOOOIIOATOTOBKH, TI0 pe-
3ynbTaram kotoporo JJID u JIJI/1 oOHapyxeHs! B 55 u3 70 otoopanHbIx 00pasnoB. Hanbonsimme kornenTparmu XOI1
oOHapykeHbI B 00pasie kopoBbero Mosoka (13 — 1,07 ar/r, I — 2,46 ur/r) u peiosr (A — 88,6 HI/KT).
KioueBbie ciaoBa: onTUMH3anus; MpOOOMOATrOTOBKA; XJIOPOPTaHWMYECKHE ITECTHIMIBI, ra30Bas XpoMmarorpadus;
Macc-CIIEKTPOMETPHSI.

E. Caiinayxanynsl, ®.b. AmyToBa, b.H. Kenecos, M.A. Hypceurosa
A3bIK-TYJiK eHiMaepinae JAT meradonuTrepin ra3 xpomarorpadgus — Macc-cCieKTpOMeTpHUs diciMeH
ce3iMTaJABIFBIH AHBIKTAY YUIIH YJTiHI JaiibIHAQY CATBICHIH OHTAWIAHABIPY

Xnopopranukanslk nectuuarepain (XOII) a3pIK-TymiK eHiMAepiHAe 13MiK MemepiepiH (HI/KT AeHreiinme)
aHBIKTAy/bIH KYpJeIiIiriHe Kapaii >korapbl ce3iMTall XKaHe ap3aH Taljiay 9iCTepiH a3ipiey KaKeTTUIIr TybIH A OTHIP.
Bepinren >xyMbIC ra3sl XpoMaTorpaust KoHE Macc-CIEKTPOMETPHSUIBIK, AeTekTipieyain kemerimen XOII sxorapst
ce3iMTaJl aHBIKTAayFa ap3aH ChlHaMa JalbIHAAYy 9MICTEMECiH o3ipieyre apHanraH. OHTalIaHABIPBUIFAH ChIHAMA Jaii-
BIH/IAy CATBIChl OPTaHUKAJIBIK SPITKILINEH dKCTpaKIMsIIaylaH, MOAN(pHKALMUIAaHFaH CHINKareilb HeTi3iHge Kol ca-
TBITBI KOJIOHKAHBIH KOMETIMEH Ta3alaylaH jKoHe a3 Keyemre JeiiH KoHneHrtpieyaeH typansl. T merabomurtepin
KOJIOHKAJIaH MaKCHUMaJIbl OO any YIUiH 3II0SHTTIH OHTalibl keseMi 100 M1 H-TeKcaH eKeHi aHbIKTanbl. Tazanay
CaTBICBIH/IA aHAUTTEeP/iH MWHIFBIHBI 20 %, an koHneHrtpiey kesinae 30 % acmaiigsl. OrTainanaspy 6apsicskiana XOIT
aHbIKTay meri 12 ur/kr temennerinai. 119 men J/1J] aHbIKTayasiH KaldTanay mieri yiid 25 sxoHe 27%-1aH acTaiiibl.
OHTalTaHABIPBUIFAH ChIHAMA AibIHIAY 9ICTEMECiHIH KOMEriMeH AJIMaThl KalachlHAa JKaHyap jKOHE OCIMIIK TeKTi
a3bIK-TYJIIK eHIMIEepiHIH Tanaysl xyprizingi. Tannayneie Hotmwkecinne 11D men /1)1 ansiaran 70 eHiMHIH S55-iH7e
anpIkTangpl. XOIT en ken KoHIeHTpauusicel cublp cytinge (19 1,07 ur/r, IJJ] 2,46 HI/T) sxoHe 6anbIKTa aHBIKTAI bl
(A 88,6 HI/kT).

Tyiiin co30ep: onTUMU3aNNs; CHIHAMA AABIHAAY; XJIOPOPTaHUKAIBIK MECTUIIMATED; Ta3/(s XpoMarorpadus; macc-
CIEKTPOMETpHSL.
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Y. Sailaukhanuly, F. Amutova, B. Kenessov, M. Nurseitova
Optimization of sample preparation for sensitive determination of ddt metabolites
in food by gas chromatography — mass spectrometry

Detection of trace amounts of organochlorine pesticides in food (ng/kg) is very complex and expensive. Therefore,
development of highly sensitive and inexpensive methods is of high importance. The current study is devoted to the
development of inexpensive method for sample preparation and highly sensitive determination of organochlorine
pesticides using gas chromatography with mass spectrometric detection. Optimized sample preparation includes
extraction of analytes from samples by organic solvent, punfication by passing through a multilayer column based on
modified silica and concentration to a small volume. It was established that 100 mL was optimal volume of n-hexane for
complete elution of analytes from the column. Analytes losses during punfication stage were 20%, during concentration
step - 30%. Optimization of the method allowed to decrease limit of detection of organochlorine pesticides up to 12 ng/
kg. Limits of reproducibility of DDE and DDD did not exceed 25 and 27%, respectively. Screening of food samples
having animal and plant origin taken in Almaty, Kazakhstan was conducted using optimized sample preparation
method. Results showed that 55 out of 70 samples were contaminated by DDE and DDD. The highest concentrations
were found in samples of milk (DDE 1.07 ng/g, DDD 2.46 ng/g) and fish (DDD 88.6 ng/kg).

Key words: optimization; sample preparation; organochlorine pesticides; gas chromatography; mass-spectrometry.

Beeaenne

bnaronapss cTOMKOCTM MECTHLX[BI, B YaCTHO-
ctu JJAT, ctanmm omHUMU U3 TEPBBIX TIOOATBHBIX
3arpsizauTeneid. Ilectunmasl 00IanalOT BBICOKOM
OMOJIOTHYECKOM aAKTHBHOCTBIO, CIIOCOOHOCTBIO K
MUTPaLUH [0 OMOJOTHYECKUM LEMsSIM M MPEACTaB-
JIIOT BBICOKYIO ONACHOCTH JUIA 3J0POBBsI Hacese-
HUS U cpenbl oOutanus. [lomaB B opranusm veso-
BEKa, MECTULUIBl MEHSIOT XOJ OHOJIOTHYECKUX
MIPOIIECCOB B OPraHU3ME, YTO B OTACIBHBIX CITydasix
MPUBOJUT K HApyLICHUIO €ro (pu3noaoro-0uoxu-
Mudeckux (GyHkuuii. HemocpeacTBeHHbIH KOHTAKT
C MECTUIMIHBIMH MpenapaTaMy WM MOTpeOsieHHe
MPOAYKIUU C BBICOKMM HX COAEPKaHUEM MOTYT
CTaTh IPUYMHOM OCTPHIX OTPABICHUH U Jaxke rude-
nu mozaen [1-2].

O¢ddexTuBHBI CrOCOO CHMKCHHS PHUCKA I10-
MaJaHNsA B OPraHU3M YeJIOBEKa XJIOPOPraHUYeCKUX
necturoB (XOII) — 3To perynaspHbIil KOHTPOJIb
1 MOHUTOPUHT UX COAEpPKaHUs B MIPOAYKTaxX MHUTa-
HUS ¥ 00BEKTax OKpyXkaromeil cpenbl. braromaps
croiikoctn u smnodunsHocTr XOII mokaspIBaroT
3HAYUTEJIbHYIO CTa0MIIBHOCTh B OKPY’KaIOLIEeH cpe-
Je ¢ TeHJACHIMEH K OMOaKKyMYJISIIMH, BEAylIeH K
X HAIMYMIO B NPOAYKTaX NUTaHUS, OCOOEHHO C
BBICOKUM COJIep:KaHueM xupa [3-4].

Cnoxuocts oOHapyxeHus XOII 3axirouaercs
B TOM, YTO OHM MOTYT HAaXOIUThCS B MPOJAYKTAX B
OYEeHb HHU3KUX KOHLEHTpALUSAX, HA YPOBHE HI/KT.
JlaHHbIE O KOHIEHTPAIUSAX TOKCHYECKHX BEIIECTB
B IPOJIYKTaxX MUTAHUs, MPOU3BOJUMBIX U peau3y-
embIx B Kasaxcrane, BecbMa HEMHOTOYHCIICHHBI,
9TO OOYCIIOBJICHO CIIOHOCTBIO aHajm3a, TpeOyro-
LIEro MPUMEHEHUsI XPOMaTorpauueckux METOl0B
aHaJIM3a U MPOBEJCHNUS HHTEHCUBHOM 1 10pOTrOCTO-
sted mpoboroaroToBku [5-6]. Kak mpaswuio, mpo-

0OIOJrOTOBKA BKIIOYAET TaKWUE CTaJUU, KaK JKC-
TPaKIHs, OYUCTKA ¥ KOHIIEHTPUPOBaHHE.

Jist u3ydeHus: pacrpenesieHusi, MHUTpaIlud U
HAKOTUICHUSI XJIOPOPTAaHWYECKUX TECTHIHIOB B
MUIIEBBIX MPOAYKTaX HEOOXOAMMBI 3KCIIPECcC-Me-
TOJMIKH, TIO3BOJISIONINE OMPEENATh TOKCHYHBIC
BEIECTBA Ha YPOBHE CJIEMOBEIX KommuecTB. Kpome
BBICOKOM 4YBCTBUTEIBHOCTH, IPUOPUTETHBIMU Xa-
PaKTepUCTHKAMH SBIISIOTCS DKOIOTUYHOCTH M JKO-
HOMHYHOCTh aHAJIH3A.

B Tocymapcteennsiii Peectp Pecmyonmukm Ka-
3axctad u ctpad CHI' BHecens! paznuunble [OCT
metoaukn 1 MYK no onpenenenunto XOII B 06pa3s-
11aX MPOAYKTOB MUTAHUSI METOAOM Ta30’KHUIKOCTHOM
xpomarorpaduu C 3IEKTPOHO3aXBaTHBIM JIETEK-
tupoBanreM. OCHOBHBIE CTaHIAPTHBIE METOIUKH
npeJCcTaBieHbI B TaOmuie 1.

MeTonrKH BKITIOYAIOT SKCTPAKIIHIO TTECTUIUIOB
OpraHUYECKUM PACTBOPHUTENIEM, OUUCTKY KCTPaK-
TOB C TIOMOIIBI0 KOJOHOYHOW Xpomarorpaduu Ha
OCHOBE critukaresst i Onopusuna, KOHIICHTPUPO-
BaHUe (yIMapuBaHWEM) SKCTPAKTA C MOCIEIYIONUM
aHaJIM30M METOJIOM T'a30BOM xpomarorpaduu. Me-
TOJIBI, IPEICTABIICHHBIE B TAOJIHIIE MTpeTHA3HAYCHBI
B OCHOBHOM /ISl aHAJIM3a OCTATOYHBIX KOJIMYECCTB
necturuaoB JJAT u ero merabonuToB, W30MEpOB
I'’XHI' (ameta-, 6era-, ramma-I'XII"), kenpTana,
ajmpApuHa W renrtaxjiopa. VMMerommuecss METOIUKU
SIBIISIIOTCS] TPYAOEMKHMH U BpEMSI 3aTpaTHBIMH, HC-
MOJIB3YIOT OOJIBIIOE KOJMYECTBO JOPOTOCTOSIIUX
pacTBOpHTENe W MaTepHaloB, YTO 3aTPYAHSIET MX
MpUMEHEHHUE HA MPaKTUKE, 0COOCHHO IS MACCOBO-
ro aHanm3a npoo.

B 3anagnapix crpanax mist ompenencHust XOI1
B MPOAYKTaxX MUTAHUS MPUMEHSIOT CTaHAApTHBIE
metonukn US EPA (AreHTcTBO MO OXpaHe OKpYy-

Bectnuk KazHY. Cepus xummueckas. Ne2 (74) 2014



E. Caitnayxanynsl 1 1p. 37

xarorredd cpeapl CIIA), EN u ISO [11-19], Takxke
OCHOBaHHbBIC Ha Ta30BOW XpoMmarorpaduu ¢ Macc-
CHEKTPOMETPUUYECKUM WA 3JIEKTPOHO3aXBaTHBIM
NETCKTUPOBaHUEM. J[1s1 JaHHBIX METOIUK TaKXKe
XapaKTepHa TPYIO0EMKasl ¥ 3aTpaTHasi IpoOOIOAro-
TOBKQ, BKJIIOYAIOIIASl SKCTPAKLHUIO, KOHLIEHTPUPO-
BaHME U OUUCTKY. [IJIsT OUMCTKH DKCTPAKTOB OT Ma-
TPUIIBI TPUMEHSIOT PA3INIHBIE COPOSHTHI, BKITIOUAst
cunukarenab u Onopusui.

Kak nokazano BbllIe, KJIACCUYECKUE METOIUKU
no3BoiisAtoT onpenenars JIJIT B mpoaykrax nwura-
Hus Ha ypoBHe 70 100 HI/kr. OHAKO TS U3yYEHUS
pacripenencHusl, MUTPAllUd W HAKOTUJICHHUS MeTa-
oomuro JIJIT B muIeBbIX MPOIYKTax HEOOXOIU-
MBI METOJIMKH, MTO3BOJISIFOLINE ONPEAEIISTh JTaHHbIC
aQHAJINTHI B KOHIEHTpalMsIX Ha 1-2 mopsiaka Huxe
(1-10 ur/xr).

[ToBbIeHNEe YYBCTBUTEIBHOCTH W CHUKECHHE
npezena OOHAPYKEHUST METOIMKH OIPEIeIICHUS
BO3MOKHBI CIIETYIOLIMMHU CIIOCO0aMU:

1) wucnonp3oBaHWe 00J€€ UYYBCTBHTEIHHOTO
JEeTeKTopa (Macc-CIIEKTPOMETP BBICOKOTO — pas-
permeHusT OO TPOWHOW KBaAPYIONBHBIA Macc-
CHIEKTPOMETPUUECKUI JETEKTOP);

2) TOBBINIEHUE CTETIEHNW KOHIIGHTPUPOBAHUS B
XO0JI€ TPOOOTIOATOTOBKH.

[lepBr1it criocod TpeOyeT mMpUMEHEHHE BecbMa
nmoporocrosiero (cromMmocts 6omee 300 ThIC. moM-
napoB CILIA) u cioxxHOro 060pyI0BaHus, 4TO 3HA-
YUTENHHO TIOBBIIIAET CTOMMOCTH HCCIIEIOBAHHA.
Kpowme Toro, nannoe o60opyaoBaHue JOCTYITHO JIMLIb
B OTPaHWYCHHOM dYHCIIe Jaboparopuii Kazaxcrana,
4TO MOTCHIUAJIbHO CHUIKACT BCPOSTHOCTH KOHEYHO-

T'O MCITIOJIb30BAHHUEC pa3pa60TaHHOﬁ MCTOAMKMU.

Ta6anna 1 — CtangapTHEIC METO/IBI TIOATOTOBKH 00pa3IOB MPOAYKTOB MUTAHUS s onpeneneHus XOI1

Xapakre-
P I'OCT 30349-96 I'OCT 23452-79 MVYK 3151-84 MVYK2142-80 MY 1222-75
PUCTHKA
Hctounu-
< (7] (8] (9] [10] [11]
T u ero merabosnu-
JULT u ero JUIT u ero JUIT u ero Imm JULL u 1D
metabonutsl /1D n ’ JAT u ero
metabosutel /] u MeTabo- TenTaxJyiop, KeIbTaH,
IVIDIN MeTtabonuts! 1D
A0, satel 110 u aJbJIpHH, TeKca-
AHanuTel a,p,y- u L,
a,p,y- JUI, XJIOpaH, METOKCH-
I'XUI'(mupan), a,B,y-I'XLT
I'XUI'(muegan), a,B,y-I'XLI XJIOp, JaKTa,
TenTaxyiop, (mHIaH)
TenTaxaop (mHIaH) TEeIMOH, dPHPCYIIb-
KEJbTaH, allbJIPUH
¢donat
TK sxcrpakuus;
TIKIKOK PaKI;
— HepBUYHAS
’ KK skerpakiys; OUYKCTKA
OYHCTKA Ha
KOIOHKE © OYHCTKa Ha KK skerpak- TXK/ KK skcrpakims; «BBIMOpPAXKHBa-
Orarbl KOJIOHKE C LUsI, OYMCTKA HA | OYMCTKA HAa KOJIOHKE C HUEM,
cunukarenem ACK;
npobonon- ADHBANHC cunukareneM ACK; | xonorke ¢ gpuopu- cuiukareneMm ACK; OKOHYaTeIbHas
TOTOBKH y (I))c @ KOHIICHTPHPOBAHHE 3UJIOM, KOHIICH- KOHIICHTPHPOBAHHE OUHCTKA
pocyxa, YHapuBaHUEM JI0 TpUPOBaHUE ynapuBaHueMm 10 1 mi KOJIOHOUHOH
pacTBOpeHHE .
0,1-0,2 mn xpomarorpadueit
CYXOro OCTaTKa B
HreKCaHE Ha CHJIHKaresie
ACK
IIpenen
oOHapyKe-
Py 0,007 0,005 0,1-50 0,04-0,05 0,02-0,08
HUSs1, MI/KT
Crenenb
u3Beseye
o 65-85 H/I 69-99 81-87 H/IL
Hus, %
M
eron 'X-23]] X-93]1 'X-23]] TX TX
aHanm3a
IIpenmy- Mano3arpaTHOCTb, IIpocrora,
CeneKTUBHOCTh CeneKTUBHOCTh CeneKTUBHOCTh
[IeCTBa CEJICKTUBHOCTh M30UPATENHEHOCTh
Ilorepu ananurToB
Pacxox peakTHBOB;
IIPU OYHCTKE U
MOTEPH aHAITUTOB ) )
KOHIICHTPHPOBA- TpyaoeMKoCTb; TpyaoeMKoCTb; Beicokas
Henocrart- ) IIPU OYKCTKE U .
HUH; HU3Kas 4yBCTBH- OOITBIIION pacxos BEPOSATHOCTh
KA KOHLIEHTPHPOBa-
OTHOCHUTEJIBHO ] TEJIBHOCTh peaxKTUBOB MOTEePH AHAIMTOB
HUHW; HU3Kast
HU3Kast
YyBCTBUTEJILHOCTD
YYBCTBHUTEIBHOCTh
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Bropoii croco® sBisieTcst MeHee 3aTpaTHBIM,
OJTHAKO TpeOyeT HDKCIEePHMEHTAIbHON ONTHMH3a-
LUK JJs1 PELICHUs] TeXHUUYECKUX pobieM. Brico-
Kasl CTeleHb KOHICHTPUPOBAHUS MOXKET OBITH J0-
CTUTHYTa TOJBKO YNapUBaHUEM pPacTBOPUTENS 10
yapTpaMansix 00beMoB (20-50 mkir). OgHAKO TS
3TOro HE00XO0AUMO APQPEKTUBHO OUYUCTUTH HKC-
TPaKT OT XXHMpa U APYTUX MaJOJIETYYMX COEIHUHe-
HUH, COJEpKAIUXCS B NPOAyKTax nuranus. Ipu
HEIO0CTATOYHOM 3()(HEKTUBHOCTH OUMCTKH YHAPUTh
9KCTPaKT JI0 Maloro o0beMa HEBO3MOXKHO. Kpome
TOr0, OCTaTKH JKMpPa MOTYT IPUBECTH K 3arpsi3He-
HUIO YCTPOWCTBA JUTS BBO/Ia TPOO Ta30BOr0 XpoMa-
Torpada ¥ KamWUIAPHOH KOJOHKH.

HawnbGomee 3pQeKTHBHBIM METOAOM OYHUCTKU
00pasloB OT MEMIAIOIIUX COCTUHECHUH SIBISETCS
KOJIOHOYHasi xpomarorpadus. st ouuctku 00-
paselr MpoIycKaroT Yepe3 KOJIOHKY, 3alOJIHCHHYTO
BBIOpaHHBIM aJICOPOCHTOM U AIIOUPYIOT OJ00paH-
HBIM PaCTBOPHUTEIIEM.

Lenpto naHHOM pPabOTHl ObLIA ONTHMHU3ALMS
CTaguil OYMCTKU U KOHIIEHTPUPOBAHUS VIl 4UyB-
CTBHUTEJILHOT'O ONpPENENCHUs] XJIOPOPraHUYeCKUX
MECTULMIOB B IIPOAYKTaxX IMUTAHUSI METOIOM Ta-
30BOH XPOMAaTO-Macc-CIIeKTPOMETPHH C MHHH-
MaJIBHBIMH 3aTpaTaMHM Ha HPoOONOAroTOBKY. s
JOCTHIKEHHUST 1IeNT OBLIH MOCTAaBIICHBI CIIETYIOIIUE
3aauu:

1) pazpabotka Hepoporoi u 3pPekTHBHON KO-
JIOHKU JUISI OYUCTKH 3KCTPAKTOB OT TSDKEIOH Ma-
TPHIIBL;

2) yCTaHOBIJICHHE ONTHUMAJbHBIX ITapaMETPOB
amronpoBanms MmetabommtoB JJ1T;

3) yCTaHOBICHHE CTENEHU HW3BJICUCHHS H TIO-
TEpb aHAJIUTOB B XO/I€ OUUCTKHY;

4) COBEpIICHCTBOBAHUE METOIUKHI KOHI[CHTPH-
poBaHuUs;

5) yCTaHOBIICHHE CTENEHU W3BJICUCHHS H TIO-
TEpb aHAJHUTOB B X0/1¢ KOHLEHTPUPOBAHMUSL.

IJKCepUMEHT

Pa3paboTky MeTOOMKM MPOBOAMIN Ha Ta30BOM
xpomarorpade ¢ Macc-CHeKTPOMETPUUECKUM JIETEK-
Topom 6890/5973N (Agilent, CILIA), ocHarieHHOM
aBrocamruiepoM Combi-PAL (CTC Analytics AG,
[Betinapust). O6pazenr oobemom 1,0 MK TpU T10-
MOLIM aBTOCAMIUIEpa BBOIWIM B YCTPOWCTBO AJIS
BBOjIa MpoOkl, Harperoe no0 250°C B pexume 6e3
Jenenus noroka. Pexxum npoaysku ucnaputens ['X
CO CKOPOCTBIO TTOTOKA 50 MJI/MUH aKTUBHPOBAIIHN Ye-
pe3 1 muH nocne BBoja oOpasua. Jns pazaeneHust
HCTIONB30BAIA  KaMIILIPHYIO KoJoHKY DB-35MS

(Agilent, CILIA) mnuHo# 30 M, BHyTPEHHUM JHaMe-
tpom 0,25 MM u Tommmuon menkn 0,25 mkMm. ['a3-
HOCHTENb (Tenuil Mapku «A») TOaBaId B PEXKUME
MTOCTOSTHHON CKOPOCTH TIOTOKA, cocTaBistromen 1,0
MJI/MHH (CpenHsis JIMHEHHash CKOpPOCTb MOTOKa 36
cm/c). Temmepatypy TepMocTaTa KOJIOHKH ITPOTpaM-
mupoBaimu oT 40°C (Bbiiepxkka 1 mun) g0 160°C
(BBIAEPKKA 3 MUH) cO cKopocThio Harpea 20°C/
MUH ¢ mocneayroumm HarpeBoMm 10 300°C (BbI-
nepkka 15 mun) co ckopoctsio 3°C/mun. Temnepa-
Typbl nHTEpdeiica, KBaAPyoNs U HCTOYHUKA HOHOB
Macc-CIEKTPOMETPUUECKOTO JIETEKTOPa COCTABIISUIH
300, 150 u 230°C, cootBercTBeHHO. Hampspkenne
Ha DJICKTPOHHOM YMHOXHTENe W ApPYrue mnapame-
Tpel TOHKOM HacTpoiku MCJ] onTUMU3ZUPOBAIH C
UCIIONIb30BaHWEM (DYHKIIMM aBTOHACTPOMKH, pea-
JM30BaHHON B MporpamMMHOM oOecriedeHurn MSD
ChemsStation Bepcun E.02.02 SP1 (Agilent, CILIA).
3agepKKa PacTBOPUTENS I MUHUMAIN3AMU Ha-
IpY3KH Ha (HIAMEHT U 3JEKTPOHHBIN YMHOXKUTEIb
JEeTeKTopa cocTaBysia 12 MUH, YTO JOCTATOUHO IS
JIONPOBAHMA H-JIeKaHa U3 KOJOHKH. [l Hanbomee
YyBCTBUTEILHOTO JIETEKTHPOBAHUS HCIIOIb30BAIIH
PEKUM MOHHTOpPHHTA BBIOpaHHBIX MOHOB (SIM) ¢
m/z 235 (AAT, JAJ0), 246 (JAAD). [locnenuuii me-
TOJI TIO3BOJISIET CYIIIECTBEHHO YBEIMUYUTH CEJICKTHB-
HOCTh METOJ]a, & BBIUTPHIII B YYBCTBUTCIHHOCTH
nocruraet 100 pa3. Bpemst ananmusa 1 mpoOsl cocTa-
BiIo 48,33 muH. JJI1 OATBEP)KIEHUST OTCYTCTBHSA
aHaJUTOB U Mewarolux coeauHeHuit B I'X nepen
aHaJIM30M JKCIIEPUMEHTAITFHBIX 00pa3I0B aHAIN3H-
poBasH X0JIoCcTOM 0Opasel] (rekcaH).

OueHKa MOBTOPAEMOCTH M BOCHPOU3BOAM-
MOCTH

OrneHka TOBTOPSEMOCTH U BOCIIPOM3BOIMMO-
cti u3Mepenuit merabonutoB JI/IT B oOpasmax
KapToensi Uis BCEro AMana3oHa KOHICHTPALUH
BBITIOJTHEHBI B cOOTBeTCTBUU ¢ PMIT 61-2003 myTem
CTaTUCTUYECKOH 00paboTKH pe3yabTaTOB aHAIM3a
obpasmos [19].

Jwramna3on uccienyeMblXx KOHUEHTpauuid oT 5
1o 500 MKr/n ObUT MOJIEICH Ha TPH IMOJIMAara3oHa
ot 5 10 50; ot 50 mo 100 u ot 100 mo 500 MKr/m.
O6pasusl g onennBanus (OO) npeacTaBiIsiiv co-
0ot skcrpakThl kaptodens (100 mi), B KOTOpbIE
BHOCWIN ompenenenHoe konmdectBo XOII, oTse-
yaromiee KakKJOMy TOJAHAaNa3oHy, COOTBETCTBEH-
Ho, O0'; 002 u 0073, rae: 1) OO-1 koHIICHTpAIHs
5 mxr/m; 2) 002 konuentparwms 50 mxr/m; 3) 003
koHueHTpauus 500 mxr/m; OmnpeneneHue MeTpo-
JIOTHYECKUX XapaKTePUCTUK, B TIEPBYIO OYepellb,
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OCHOBAHO Ha ompeleiaeHUuH KoHueHTpauuu 13
u JIJIJ1 B obpasuax oBomieil. KonmenTpanus aHa-
JIUTOB ObLJIa pacCUMTaHa C UCIUIb30BAHUEM T'paJly-
HMPOBOYHBIX 3aBHCHMOCTEH TuTomanei mukos /19
n JJJUJ1 oT ux KOHLEHTpaluu. TaHreHcsl yrios Ha-
KJIOHA KaTHOpOBOYHBIX 3aBHcuMocTed st JIJ1J1
u 119 cocrasisror 0,3823 (R2=0,9991) u 0,9658
(R2=0,9992), coOTBETCTBEHHO.

B cBs131 ¢ HEBO3MOXKHOCTBIO OpTaHU3aIMH IKCTIC-
PUMEHTA B Pa3HBIX JTA00PATOPHUAX IKCTIEPHMEHTAIb-
HBIE JTaHHbIE OBUTH MOJTYYEHBI B OTHOW TabOpaTopru
B YCIIOBUSIX BHYTPHIA00PaTOPHOH MPEIIM3UOHHOCTH
(cepuu pe3yIbTaTOB SAMHUIHOTO aHAJH3a Oy Yl
B pa3HOE BPEMs, Pa3HBIMH ONEPATOPAMHU, UCTIONb3Y S
pa3Hble NApTUU PEAKTUBOB OJHOIO TUIIA, PA3HBIC Ha-
Oopbl MEpHOIt MoCy bl U T.A.). Pe3ynbraTel eAnHIY-
HOTO aHalW3a BHYTPU KaKJIOW CEpUU IMOIYYEHBI B
YCJIOBUSIX TTIOBTOPSIEMOCTH.

Omnpenenenne npeaena 00HapyKEeHUS MEeTo/1a

[Ipenen obHapykeHHUs MeTOAa ObUT pacCUUTaH
cornacio EPA 40CFR136 protocol. ecsats cran-
mapTtHeIX pactBopoB JIJ1D m [JIJ] ¢ xoHmeHTpa-
LUSMU PaBHBIMU 5 MKI/Jl aHAIM3HPOBAIU pa3pa-
0OTaHHOW METOJHMKOW, TIOCIIe Yero pacCUYUTaHHBIC
3HAUCHUS CTAaHIAPTHHIX OTKJIOHCHUM YMHOXKAIU Ha
koapdumment Creronenta A 99% BeposTHOCTH
(2,896).

Pe3yabTaTthl u 00cy:kaeHust

Pazpaborka Heroporoii n 2 HEKTHBHOM KOJIOH-
KU JIJIs1 OYUCTKU SKCTPAKTOB OT TSKEIONU MATPUILIBI

[Ipn monOope cocTaBa KOJOHKW HCIOJIB30BAIIH
MIPUHIIUIIBE HOPMAaTEHO-(ha30Boit Xpomarorpaduu, Ko-
TOpasi OCHOBaHA Ha TMOJIIPHOM CTAIMOHAPHOM 1 HEeTlo-
JISIPHOM TIO/IBMOKHOM (ha3ax. JlaHHBIN METO] TO3BOJIHUT
ruapohOOHBIM HETIOSAPHBIM aHAIUTAM, K KOTOPBHIM
orHocsrest JIJIT v ero MeTabouThl, OeCIPErsITCTBEH-
HO TIPOXO/IUTH Yepe3 KOJIIOHKY. MeHee rupooOHbIe
TIOJISIPHBIC COSTUHEHUS TOJDKHBI aICOPOUPOBATHCS B
KOJIOHKE TOJISIPHON CTallMOHAPHOM (ha3oil.

B xadecTBe MoNpHBIX aICOPOCHTOB B aHAJUTH-
YECKOU MPAKTUKU HAUOO0JIee IUPOKO PUMEHSFOTCS
OKCHJ aJlOMUHHUS, cunukareins 1 @uopusui. dio-
pusui sBisiercs Hanbosiee 3((HEKTUBHBIM, HO J10-
porum aacopOeHToM. OKCHA amOMUHUS — HauOo-
Jiee JIOCTYIHBIN, OJTHAKO HauMeHee A(PPEKTUBHBIN
agcopOenTt. Cuimkarenp UMEET HAWIY4IIee COOT-
HomeHue 3(PPEeKTHBHOCTh: CTOMMOCTH, TMOITOMY
OH OBbLT BEIOpaH B KAYECTBE OCHOBHOTO aJIcOpOeHTa
JUTSL KOJIOHKU.

Takke HEOCTIOPUMBIM MPEUMYIIIECTBOM CHIIH-
Karess sBJISIETCSI €r0 BbICOKAss MHEPTHOCTb U BO3-
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MOKHOCTb MOJM(HUKAIMA XUMHUYECKUMH pearcH-
tamu. st 2pdekTHBHOW OYHCTKH OT Hambosee
TUIPOPOOHBIX KUPHBIX KUCIOT CHUIIMKATelb MOJIU-
(hUIUPYIOT CepHON KHUCIOTOM.

Kpome wmanoneTyynx coennHEHHH, HEOOXO-
JIUMO TaK)Ke OYMIIATh 0Opasell OT BOJbI, KOTOpas
NPEISTCTBYET KOHIIGHTPUPOBAHHUIO, & €€ BBICOKOE
coJiep)kKaHUEe MOXKET IPUBECTH K IOCTEIIEHHOMY
pa3pyIICHAIO CTAIlMOHAPHOW (a3bl KaMUIIPHON
ra3oxpoMaTorpauueckoil KOJOHKH M TOBPEXK-
JNEHUIO MacC-CIIEKTPOMETPHYECKOTO JETEKTOpA.
O4HUCTKY OpraHU4YeCKUX PacTBOPUTENEH 1 AKCTpaK-
TOB TMIPOBOJST TPEABAPUTEIBHO OCYIICHHBIMH TH-
IPOCKOIIMYHBIME COCAMHEHHUSMU: XJIOPUJI KalbLus,
cynsdat HaTpust 1 ap. s OUUCTKH 3KCTPAKTOB OT
BOABI OBUTO TMPUHATO pPEIIeHWE NOOABUTH TOHKHA
cII0i cynbdara HaTpus B KOIOHKY [20].

Komnonka mist ouncTky ObliTa 3aloTHeHa B Clle-
IyIOLIeM MopsaKe (PUCYHOK 1):

1) CTEKIOBOJIOKHO (TSI yAEepKaHUS ancopOeH-
TOB B KOJIOHKE);

2) 1 r aKTUBHPOBAHHOTO CHJIMKATeJIs;

3) 2 r cunukarens ¢ 44% conepikaHueM cep-
HOM KHUCIIOTHI;

4) 1 r cunukarens ¢ 22% coaepxKaHUEM cep-
HOM KHUCIIOTHI;

5) 1T aKkTUBHPOBAHHOI'O CHJINKATeIIs;

6) 2 r 6e3BogHoro Na2SO4.

BryTpennuil tuameTp KOJIOHKH BBIOMpaeTcs B
3aBUCHMOCTH OT XellaeMor 3(h(eKTUBHOCTH pa3-
JIEJIEHUs, CKOPOCTH DITIOMPOBAHUS U MAcChl a1cop-
Oenrta. B xone mpenBapuTENbHBIX SKCIIEPUMEHTOB
OBLIO yCTAHOBIIEHO, YTO ONTHUMAIIbHOW SBISETCS
JUIMHA aKTUBHOM 4acTH KOJOHKH 5-10 cM, 4To mo-
3BOJISIET JOOWUTHCS ONTHMAIBHOW CKOPOCTH DITFOH-
poBanus B 4-6 MJI/MUH.

OmnpeaeJjieHue ONTUMAJIBbHBIX YCJIOBH 3J110-
HPOBAHUSI AHAJIUTOB

CornacHo Teopuu HOpPMalibHO-(Pa30BOH Xpo-
Martorpaduu, 11l Hanbomee 3PpPEKTUBHOTO yaep-
JKUBaHUSI cIa0OMOJISIPHBIX aHAIUTOB HEOOXOIMMO
JJIONpOBaHUe HamOojiee TUAPODOOHBIM PpPACTBO-
puresneM (rexcas, eHTaH, rentan). [lo cpaBHEHHIO
C IPYTHMH CHJIBHO THAPO(OOHBIMH pacTBOpHTE-
JSIMH, H-TEKCaH MMEET HAMMEHBIIYI) CTOMMOCTB,
YTO TIIOJIOKUTENBHBIM O00pa30oM CKa3bIBaeTCs Ha
o0mei croumocTty aHanuza. OCHOBHOE TpeOOBaHUE
K PaCTBOPUTEISIM, UCIIOIB3YIOLIUMCS I BBICOKO-
YYBCTBHUTEIBHBIX aHAIM30B, — OTCYTCTBHE Jaxe
HE3HAYUTEIBHBIX CIEJ0B ONPEACIIEMBIX COEANHE-
auit. s smouposanus JJIT n ero metabonutoB

KazNU Bulletin. Chemical series. Ne2 (74) 2014



40 OnTuMu3anus CTaauy MPOoOOIIOATOTOBKH ISl YyBCTBUTEIBHOTO onpenenenus merabomutoB /T ...

/ N82S04 2r
C

WwiInKarejab —1r

(22%)-21

H,SO, (44%) - 1T

L Cujmkareiab—1r

CTeKJI0BOJIOKHO

CmMmech cuiukarenas ¢ H,SOy

CMech cHIHKAares ¢

Pucynok 1 — KonoHka /11 O4MCTKH SKCTPAKTOB OT KHpa

ObUT BBHIOpaH H-TeKCaH, CEPTU(QHULUUPOBAHHBINA IS
aHanmm3a nectuauaos (Sigma-Aldrich). O6bem axc-
TpakTa W3 MPOAYKTOB muTaHus coctasiser 40-50
miL. Ilpu npomyckanuyn TaHHOTO 00beMa HKCTPaKTa
4yepe3 KOJIOHKY 4acTbh AHAJIUTOB OCTAETCsI B KOJIOH-
K€, YTO 00YCIIOBJIEHO MEPTBBIM 00bEMOM KOJIOHKH,
KOTOpBI COOTBETCTBYET OOBEMY IPOCTPAHCTBA
MEXy YaCTHLAMH aicOpOeHTa K MOXKET JOCTUTaTh
50% ot o0BeMa caMoro aacopOeHTa.

Lenpio sKcniepuMeHTa OBLJIO yCTAaHOBUTH OOB-
€M H-TeKCaHa, HeOOXOIUMBIH Ul MOJTHOTO 3JIH0H-
poBanus XOII u3 KOTOHKY I OUUCTKH.

Kononky aktuBupoBanu npomyckanueM 20 M
reKcaHa, IIoCJie 4ero B Hee BHOCHIN pabounii pac-
tBop JAJJI u JJJID o6bemom 50 M ¢ KOHIEHTpa-
nueit 100 mxr/i. Ha BeIXxoe U3 KOJIOHKH IOCHIEN0-
BaTeNbHO cobOupanu ¢pakiuu oo0beMoMm 1o 10 mi
Kaxzas. [yt mosHoro 3youpoBaHus aHAJIUTOB Ye-
pe3 KOJIOHKY JIOMOJIHUTENbHO mpomyckanu 100 mu
H-TeKcaHa. B pesynbrate Obuio cobpano 15 ¢pak-
uuit mo 10 ma (pucyHnoxk 3).

W3 kaxnoii ppaxkuuu ordupanu no 1 mi, nepe-
HOCWIN B BUAJIBl 00bEMOM 2 MJI U aHAJIU3UPOBAIIH
merogqoM ['X-MC. WarerpupoBanue XpomaTo-
rpaMM IPOBOAMWIM O HOHaM ¢ m/z 246 (J/13) u

235 (A1), nanee mo miomaasaM MUKOB PACCUUTHI-
BaJIM KOHIIEHTPAIMH aHAIMTOB B KAKAOH (PpaKIIny.
ITo pesynbTaTam XpomarorpapupoBaHMs CTPOUIN
rpaduk xonuentpanuit J/12 n JJIJ1 B 3aBucuMO-
CTH OT 00beMa 3Jf0aTa ¢ MOMEHTa BBOAa oOpasia
(pucyHoK 2).

CornacHO TMOJly9eHHOW 3aBUCHUMOCTH, TIep-
BbIM amoupyetcst J[J1D, MOIMHOCThIO BBIMBIBASsICh
13 KOJOHKU Tipn o0beme rexcana 80 mur. o mepe
CHWKeHHUs1 KoHueHTpauu J/ID B simoare, pacrer
koHneHTpauusa J/IJ[ B HEM, KOTOpBIN MOJHOCTHIO
BBIXOJIUT M3 KOJIOHKH Npu oObeme rekcana 100
. 3anepxkka JJIJl B KOIOHKE MOXHO OOBSICHUTH
MenbIeit runpododrocThio /1 (logKow = 6,02)
o cpaBHenuto ¢ /1D (logKow = 6,51) u Gonpuim
CPOJICTBOM TIEPBOTO K CHJIMKATEJIIO.

3Hasi KOHIIGHTPALMK aHAJIWTOB BO Bcex (hpax-
nusx, Oblla paccuWTaHa CTENeHb W3BJICUYCHUS WU
MOTEPH aHAJMTOB B XOJIC BCEH MPOOOIOATOTOBKH.
Crenenp usBiedeHus /1D u3 KOJOHKU COCTaBH-
na 86,9%, a A1 — 54,9%. bonpmme motepu /1]
MO>KHO OOBSICHUTh HAKOTUIEHHOW CUCTEMAaTHYECKON
MTOTPEITHOCTRIO XpoMaTorpaduaeckoro anammza 10
00pas3IoB, HA OCHOBAaHUU KOTOPHIX PACCUUTHIBAIU
CYMMapHYIO CTETIeHb N3BIICYCHUSI.
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Pucynok 2 - Dmouposanue /13 u JIJ1J] dyepe3 KOTOHKY /ISt OUUCTKH

Lenpro crieayromero SKCIepuMenTa ObLIo0 ycTa-
HOBUTH peanbHbie 3HaueHus noteps I u I3 B
XO0Jl€ OUUCTKHU. /{7151 mpoBeaeHUs SIKCIIEpUMEHTA To-
TOBUJIU PAacTBOPHI, coaepxammue: 1) J/13; 2) J1;
3) A5 + A4,

Konnentpamus kaxmoro XOIl B gaHHBIX pac-
TBOpax cocrapisuia 100 MKr/im, o0beM KakIoro
pactBopa — 50 M. J{js mpUTOTOBICHUS paboUnx
pPacTBOPOB B MEPHYIO KOJIOY oO0beMoM 50 mi1 mpu
MIOMOILY MUKPOIUIPUIIA BHOCHIH 1O 50 MKII COOT-
BercTByromero XOIl u moBOIWIN H-TEKCAHOM [0
METKH. J{J151 MpoBEepKH BOCHPOU3BOJUMOCTH KCIIE-
PUMEHTa KaX bl pacTBOP TOTOBUJIN B IBYX Tapa-
nensx. B pesynbraTe ObLIO MOTy4eHO 6 PacTBOPOB.

[lepen npomyckaHueMm pacTBOPOB Yepe3 KOJIOH-
Ky JJIsl OYMCTKH U3 HUX orOupanu mo 1 mi Ha ['X
aHaIM3 JUISl ONpPENEJICHUS UCTUHHBIX KOHLEHTpA-
it 11O u UL,

[IpuroroBneHHbIE PACTBOPHI MPOITYCKAIIN YEPE3
MIPEABAPUTEITFHO KOHIUIIMOHUPOBAHHYIO KOJIOHKY
JUIST OYUCTKU W coOupanu B Koiady oOobemom 250
M. Jlajee B KOJIOHKU TSI OYHCTKHU JTOMOJHUTEh-
HO BHOcHIX 100 MJI H-reKcaHa Jjisl TOJIHOTO AIII0U-
poBaHus aHAIUTOB. [lony4yeHHbIE PaCTBOPHI TAKKE
aHanmzuposaiau Mmeronom I'X-MC.

B tabaure 2 npeacTaBiieHbl yepeAHCHHBIC 3HA-
YEHUs] KOHUEHTpaUWMWd W CTEIEHEW W3BICUYEHUS.
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Konuentpanuu XOII paccuuTbiBain MyTeM METO-
Jla BHEIIHeH KaauOpoBku. Taxke ObUIM ompejese-
Hbl aOcomtoTHble kKonmdectBa XOII B pactBopax,
U TIpeacTaBiIcHBI B Tabuie 2 B Bumae macc /10 u
JIJ1. Crenenu U3BIEUCHUS OMPEACITISIIA COTIIACHO
hopmyne 1:

X1
—x100% ,
X2

(M

rae X, — IIOMIaib MMKa WM KOHIIEHTPALMs aHajlu-
TOB B PacTBOpE Tepe]l BHECEHNEM B KOJIOHKY;

X, — IIomab NUKa UiKM KOHUEHTpALUs aHaju-
TOB B PacTBOPE MOCJIE OUUCTKH.

Crenenu n3pnedenus /I B oTaenbHO MpUTO-
TOBJIEHHOM pacTBope u B cmecu ¢ JIJ1J[ coctaBmnsier
okouto 84+0,2 u 81+£5%, coorBercTBenHo. st JIJ1 )1
B OTJCIHHOM IPUTOTOBIIEHHOM PAacTBOpPE CTEICHb
W3BJICUCHUS cocTaBiisieT 87+2; a B cmecu — 74+7%.

W3 momy4eHHBIX pe3yabTaTOB BHIHO, YTO MOTE-
pu 42 u A1 B X018 OUMCTKHU COCTABISIOT 15%
B OTJICIBHO TPUTOTOBJIEHHBIX pacTBopax u 20% —
B cMecHu. [IpenmnonoxurensHo, MOTepU aHAIUTOB
MOTYT OBITh BBI3BAHBI POIIECCAMH UX XUMHUYECKOH
TpaHCchOpPMAaIINH 1 UCTIAPEHUS B TIPOIIECCE OUMCTKH,
a TaK)Ke HAKOTUICHHOW CUCTEMAaTHUYeCKOH OIIMOKOM
Xpomatorpaduieckoro aHaju3a dKCIIePHMEHTaIb-
HBIX 00pa3IoB.
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Taoanua 2 - Crenenu uspneuenus JJ10 u 1)1

AHanuThI Viexs MIT Vion, MIT My,cx, MKT Myor, MKT Crenens %ZBHC%HHX’
J2 50 140 5,67 4,78 84,2
0 50 140 3,98 3,48 87,2
9 (emecs A0 u A1) 50 140 5,55 4,49 80,8
JI (emecs A0 u JAJT) 50 140 4,45 3,06 73,9

Pa3padoTka MeTOAMKN KOHIIEHTPUPOBAHUS

Kak Obu10 OoTMeueHO Bbilie, Haubosee P dek-
TUBHOE U TMPOCTOE KOHIEHTPHPOBAHUE aHAJO-
THYHBIX 00pa3IloB OCHOBAHO Ha YNapHUBaHWUU pac-
TBOPUTENSI JI0 YJIbTPaMAIbIX OOBEMOB, IS YETO
HEOOXOAMMO OYHCTUTEH 00pa3ell OT HEJIETYyYuX CO-
€/IMHEHUI MaTpPUILbL.

PazpaboranHass MeroJuKka NPOOONOATOTOBKH
obecrieunBaeT HEOOXOJNMYIO CTENICHb OYUCTKH.
EnuncTBEeHHON TIp0oOIEMOii SBISETCS KOHTPOJIB KO-
HEYHOro oObeMa Tocie KOHIEHTpUupoBaHwus. J{is
pelIeHus TaHHOU MPOOIEMBI CYIIIECTBYET HECKOIb-
KO CTIOCOOOB:

1) ymapuBanme mocyxa m mo0OaBlieHHE jKellae-
MOTO 00BbEMa PaCTBOPUTEIIS;

2) BHECEHHE BHYTPEHHETO CTaH/IapTa.

HenocraTok mepBoro MeTo1a — BO3MOKHBIE TIO-
Tepu aHAIMTOB. BHECeHne BHYTPEHHETO CTaHIapTa
n30aBiIseT OT HEOOXOJUMOCTH KOHTPOIIsL oO0beMa
Y TIO3BOJISIET YBEIHYUTh TOYHOCTH OIIPEIEICHUS.
OpmHAaKo ATO MPUBOIUT K YCIOKHEHHUIO KaK CaMoro
METOJIa aHAJIN3a, TaK U KAIMOPOBKH, a TAKKE BCEX
pacyeTos.

Boin npeanoxen Tpetuit cnocod — nodaBieHue
KeJIaeMoro o0beMa MaJIOJIETy4ero pacTBOPHUTEINS
HETIOCPEACTBEHHO Tepell KOHIEHTPUPOBAHUEM.
JaHHbIi pacTBOpUTEIb HE OyAET HCHApsTHCS B
X0/I€ KOHLIEHTPUPOBAHUS, U KOHEUHbIH 00BeM Oy-
JIET CTPOTO MIOCTOSTHHBIM.

TexHuueckr 3Tan KOHLEHTPHUPOBAaHUS OBLIO
MPEeJIOKEHO pa3ouTh Ha 2 dTana:

1) xoHuenTpupoBanue ¢ 50 10 1 M B cTakaHe
Ha IJIUTKE;

2) koH1eHTpupoBanue ¢ 1 mi 10 40 MK B TOKe
BO3/IyXa.

Kak mokazana ampoOanusi, qaHHas cxema To-
3BOJIIET OBICTPO M APQPEKTUBHO NMPOBOJUTH KOH-
LHEHTPUPOBAHUE OYMINEHHBIX KCTPAKTOB, COJEP-
xamux JIJIT u ero MeTabOJIUTEHL.

OmnpenesieHne NoTepb B X0/ie KOHIEHTPUPO-
BaHUA

HeotpemiieMoii 4acTpio 3Tana KOHIIEHTPUPOBA-
HUS SBISTIOTCS TOTEPH aHAJIUTOB. VX Bechma Tsoke-
710 M30eKaTh Jake MPU HEOOBIION pa3HUIIE TEM-
nepaTyp KUIICHHUS aHAJIUTOB U pacTBopuTess. Jis
Hanboiree nerydero ananura, /AT, nannas pa3xu-
1a coctanisieT (6oiee 200°C). Lenpro qanHOTO 3TA-
1a paboTs! 0110 yeTaHoBUTH IoTepu JIJ1D u 111 B
XOJI€ ATarna KOHIIEHTPUPOBAaHUS.

PaGoune pactBopsl, cogepxamtue /13 u ]
B KOHIIeHTpanusx 5 u 1 Mxr/i, oosemamu 50 Mt u
1 MJ1 KOHLIEHTPUPOBAIM yrapuBaHueM 10 1 mi u 40
MKJ, COOTBETCTBEHHO. OOpa3upbl aHAIM3UPOBAIH
J0 M TOCJIe KOHLEeHTpUpoBaHusa. HawanbHas KoH-
ueHtpauus (5 MKr/im) Obuta BeIOpaHa TakuM oOpa-
30M, 4T00bI romaan nukoB XOII pactBopa mocie
KOHIIEHTPUPOBAHUS TTONAJIH B TMHEHHBIN TUana3oH
IpagyHpOBOYHOIN 3aBUCMOCTH.

Kak BuHO U3 pe3ysbTaToB, IPUBEICHHBIX B Ta-
Oomuue 3, mpu ynapuanuu siroara ¢ 50 go 1 mo,
norepu cocTasisAtoT 10-22%, Torga kKak Npu KOH-
HeHTpUpoBaHuu odpasna ¢ 1 v 10 40 MK, moTepu
COCTaBIAIOT 25-28%.

Onpenenenue mnpezaena 0OHaApYKeHNUs U METPO-
JIOTHYECKUX XapaKTePUCTUK METOAMKH BBITIOIHE-
HUSI I3MEPEeHNH KoHIeHTpauu metadonutoB /1T
B oBoImax MetoaoM I X/ MC

[penensr ooHapysxkenust JIJ13 u AJ1/] cocraBu-
a1 12 u 22 HI/KT, COOTBETCTBEHHO.

Paccuntannbie 3Haue€HUS OMMOKH BETTMYMH TI0-
Bropsemoctu 1 /1O u JAJ1/] ve mpessimator 9,3
u 9,8%, ommMOKH BEIMYHUH BOCHPOU3BOJUMOCTH —
25 u 27%, COOTBETCBEHHO B KaXKIOH Mpobe KapTo-
tdhemns (Tabmumet 4-5) [21].

Anpodanus oNTUMHU3HPOBAHHOI METOAUKHI

CempaecsaT 00pa3loB TPOAYKTOB IHTAHUS
(oBoIIM, MOIIOKO, pbIOA), OTOOpAHHBIE B TOYKAX
PO3HUYHOM TOPTOBIH B TOpoze AJIMaThl, ObUTH TIPO-
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aHanu3upoBaHbl Ha conepxkanue XOII ¢ ucnonp3o-
BaHHUEM ONTHUMH3HPOBAHHON MPOOOIOITOTOBKA U
I'’X-MC. Pe3ynbraThl aHanu3a OpOLyKTOB MUTAHUS
ITOKa3aJld HaJIM4Jue B 55 00pa3max 0CTaTOYHBIX KO-
mmaects AT, A9 u JIJ1/1. HauGonpire KOHIIEH-
tparun XOI1 6111 00HAPYKEHBI B 00pa3Iie phIOHI,
MPUOOPETECHHOW B TOYKAX PO3HUYHOU TOPTOBIU H
JIOMAIITHETO KOPOBBETO MOJIOKa. MakcumanbHas
xonrenTpanus /19 (4,43 ar/r) oOHapyxeHa B 00-
paste pe1osl. MakcumanbHas KonteHTparus /10 B
obpasie mosoka coctasmia 1,07 ur/t, a A1/ — 2,46
Hr/t. Hanbonpmme xoutentparuu 1)1/ Obutm 3ape-
THECTPUPOBaHBI B 00pa3max orypuos (5,2 HI/KT) u
puI0bI (88,6 HI/KT). Beero, 55 3 70 oO6pa3ios ObuH
3arpsisHeHsl XOI1. CortacHO TOTyYeHHBIM XpoMa-
TorpammaM (pucyHKU 3-4), 3phekTUBHOCTHL OTIIEC-
JICHUSI TTUKOB aHAJIUTOB OT MAaTPHUIIbl HAXOIUTCS Ha
BBICOKOM ypOBHE.

3akiloueHue

Takum 00pa3oM, ONTUMH3HPOBAHA METOJUKA
npobomoaroToBku Juist onpeneneaus A9 n
B NPOAYKTaxX MUTaHMs. YcTaHoBiIeHO, uyTo 100 M
H-TEKCaHa SBISETCS ONTUMAIBHBIM O0BEMOM DITHO-
€HTa JIJIsl MAKCMAaJIBHOTO U3BJICYCHUS] METa0OINTOB
JJT w3 00pa3ioB NHIIEBBIX MPOAYKTOB; YCTaHOB-
JICHbl CTENEHHU W3BJICYCHUS] M MOTEPU AHAJIUTOB B
XOJle CTaUM OYMCTKU M KOHLEeHTpupoBaHus. Cre-
IICHW U3BJICUCHMS B X0/ CTaaun ounucTKu s 1D
B OTZEIBHO IIPUTOTOBICHHOM PaCTBOPE U B CMECH C
JJJ cocraBiser okono 84+0,2 u 81+£5%, cooTBeT-
CTBEHHO, a /1 JIJIJ] B oT/1e;IbHOM MPUTOTOBICHHOM
pacTBOpe CTENeHb U3BJICUECHUSI COCTABIISIET 87+2; a B
cmecu — 7447%. Ha cragum 04nCTKY MOTEpy aHAIIHU-
TOB COCTaBISIOT 15% TMpy KOHIIEHTPUPOBAHHUH KC-
TpakToB 10 40 MK - 25%. Ilpenens Bocripon3Bo-
nmumocty onpenenenus /19 u JI/1/1 He nmpeBBIIaroT

Tab6muua 3 - TTorepu I/ u JI/ID B X0/€ KOHIIEHTPUPOBAHUS yIIapUBaHUEM

TlecTrmmanr Viexs MIT Von> MIT mycx, HT Moy, HT [orepu, %
pavic] 50 1 140 120 22,7
J 50 1 250 230 10,6
JU1D 1 0,04 30 20 28,2
ST 1 0,04 70 50 25,8

Tadmuua 4 - 3HaYeHNUs BEIMYWH MOBTOPSIEMOCTH, BOCIIPOU3BOAMMOCTH U MX MPEACIIOB JJIsI METOJMKH OTIPECICHUS
JJ1D B oOpasuax kaprodens

Cpennee CKO, Mpenen CKO [Tokazarenn [Ipenen
Conepxa- s BOCIIPOU3BO- BOCITPOM3BO/IH-
Ne OKa3aTelb TOBTOPSIEMOCTH, Ty,
aue XOIT S JTUMOCTH, mocTH, Ry,
n/m B IDOGE MOBTOpSie- Rom
Xm,pHF /K;‘ MOCTH, S, HI/KT % ! (e} Rm HI/KT %
1 49,5 1,6 43 8,7 12 4.4 12 25
2 404 13,2 33 8,1 83 11,1 83 21
3 2470 100 278 9,3 515 190 520 17

Taﬁ.ﬂuua 5 - 3Ha‘-leHI/I$[ BCJIMYMH TMOBTOPAECMOCTHU, BOCIIPOU3ZBOAMMOCTU U UX MPEACIIOB JJId MCTOAUKHU ONPCACIICHUA
JIIJ1 B oOpasiiax kaproderns

Cpennee CKO, [Ipenen CKO TToka3zarenn Tpexex
CoJICpIKaHKe 8 BOCTIPOU3BOI-MOCTH,
Ne XOII MOKa3aTelb MOBTOPSIEMOCTH, Ty BOCIIPOU3BO-IUMOCTH, R
n/m 5 IpoGe MOBTOpSsie- SR n G

X pHF /K’F MOCTH, S, HI/KT % ! Rm HI/KT %
1 82,3 2,5 6,7 8,2 23 8 23 27
384 14 38 9,8 102 36,5 102 26
3 5624 174 482 8,6 1237 446 1237 22
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25 u 27%, coorBercTBeHHO. [Ipenensl oOHapyxeHus
I3 u JJI/] camkensl 10 12 u 22 HI/KT, COOTBET-
ctBeHHO. [IpoBeneno obcneoBaHus MPOIYKTOB ITH-
TaHWsI JKABOTHOTO M PACTHUTEIFHOTO MPOHUCXOXKIE-
HUS ¢ I. AIMaThl ¢ MOMOUIbK) ONTUMHU3UPOBAHHOM
METOJIUKH TPOOOIIOATOTOBKH. Hambonpimmne KoH-
nerTparuu XOI1 o6Hapy)eHBI B 00pa3iie KOpoBbe-
T'0 MOJIOKa ¥ peIOBI. OTipe/ienieHpl BeMUIUHBI TOBTO-
pSAEMOCTH, BOCIIPOM3BOAMMOCTH U UX MPEAEIIOB IS
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METO/IMKY BBITIOJIHEHUS M3MEPEHUIN KOHIIEHTpALnit
2 u IJIJ1 B mpoAayKTax MUTAHMSL.

bnazooapnocmu

Paboma evinonnena 6 pamxax npoexma «Pas-
padbomka 6azbl Memoouueckux noox0008 K peuie-
HUIO 80NPOCO8 NPOO0BOIbCMBEHHOU Oe30NACHOCU
Ha OCHO8e (OUBUKO-XUMUYECKUX U OUONO0SUYECKUX
uccnedosanuity (Munucmepcmeo obpaszosanus u
nayku Pecnyonuxu Kazaxcman).
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