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Pe3siome

Lenb pabomsbi — onmumu3ayusi ycrnosul 2a3oxpomamoepaghuyeckoeo ornpederieHuss CMecu 80CbMU XJTIopopaaHuye-
ckux necmuyudos: anbOpuH, 2ekcaxnopbeHsorn, eenmaxnop, a-FXUr, y-rxyr, g4art, 444, 449.

MemoOsi. [lns xpomamoepaghuyeckux uccrnedogaHuli XyIopop2aHUHeCKUX necmuyudos npuMeHsinu 2a3osbill Xxpoma-
moepagh Shimadzu GC-2010Plus (Shimadzu, SrnoHusi), cHabxeHHbIt asmomamu4eckum 0o3amopom rnpob pasHosec-
Ho2o napa «HT200H», anekmpoHHo-3axeamHbiM demekmopom Ha ocHoae 53Ni u keapuesol kanunnspHoU Henonsp-
Hou KoroHkoU «Xpomamak» SPB-5 (30 m, 0,32 MM, monuwuHa nneHKu Ha ocHoge gheHurn(5%) u dumemurn(95%)nonu-
cunokcaHos 0,5 Mkm) ¢ paboyum memnepamypHbiM Ouana3oHom 60°C — 320/340°C. O6pabomky xpomamozspamm
ocywecmensanu e npunoxeHuu LabSolutions GPC.

Pesynbmambi. Ha ocHo8aHUU 3KcriepuMeHmMaribHO MoslyYeHHbIX OaHHbIX 8bI6paHbI ONMUMasIbHbIE YCII08UST 2a30XPO-
Mamoepaghudeckoz0 ornpedesieHUs U pa3oesieHUs1 B0CbMUKOMITOHEHMHOU CMeCU X/10popaaHu4eckux necmuyudos, a
UMEHHO: gefluduHa OerneHusi nomoka nodsuxHou ¢pasbl — 1:10, ckopocmb nomoka easa-Hocumerns — 1,0 MA/MuH,;
dsyxcmyrneH4amblil memrepamypHbIl npospamMmmupyemMbil pexxum KornoHKU —om 160 0o 240°C co ckopocmbHo r1o8bi-
weHus 5°C/muH. lNposedeHa oyeHKka Memposio2UHECKUX Xapakmepucmuk aHaau3a u eanudayus pesyrbmamos rpeo-
JI0KeHHOU MemoOuUKU C MemMOOOM 8bICOKO3GhgheKmuUBHOU XuGKocmHOU xpomamoepaguu. [JokazaHa xopouwasi 80C-
pou3g8o0uUMOCMb Pe3ybmamos XxpoMamoepaghuposaHUsi C 803MOXHOCMbIO OBHaPYXEeHUST X/10pop2aHU4ecKuXx re-
cmuuyudos (XOrl) Ha yposHe 1076 — 1075 mka/cm®. lMpumeHeHue mecma Puuwepa rokasano omcymemeue 3HaYuMbIX
pacxoxdeHull 8 80CrpPouU38o0UMOCMU 8bI60POYHbIX COBOKYNMHOcmel — uccredyembie Memolbl XxpomMamoepaguye-
ckoeo aHanusa XOI pagHomo4Hbl. [pednoxeHa sakcmpakyuoHHasi npobornodzomoska 0bpa3yoe peasibHbIX 0ObEK-
mos, pacc4YumaHHble cmerneHu u3ernedyeHusi >84% no3gornsom pekomeH008amb MemoOuKy Ofisi KONIUYEeCmMBEHHO20
onpedenieHUs1 aHaIumos.

3aknrodyeHue. Memoduka eazoxpomamozpaghuyeckoao aHanu3a anpobuposaHa npu onpedeneHuu XOIl1 e obpa3yax
numsegoli 800bI U Oemckozo nope (Poccusi) memodom dobasok. lNpesbiweHue MK ocmamoyHbix codepxxaHull Xio-
popaaHuveckux necmuyudos 8 obpasuax uccredyemol nuuwesol npodyKyuu He 0OHapyXeHo.

Knroueenie cnnoea: 2azosasi xpomamozpaghusi; 8bICOKO3¢hgheKkmusHasi )XUOKOCMHasi Xxpomamoepachusi; XsiopopaaHu-
yeckue rnecmuyuodbl; 3KCmpakyuoHHasi npobonodzomoska; nuujesblie npoodyKmal.

KoHgbnnukm uHmepecoe: Asmopb! OeKknnapupyom omcymcmeue si8HbIX U NomeHUuabHbIX KOHhIIUKMO8 uHmepe-
€08, cesi3aHHbIX C nybnukayuel Hacmosiweld cmamau.

Ansi yumupoeanusi: Mennxosa E. B., ConosbeBa B. 0. Nazoxpomartorpaduryeckoe onpeaeneHme oCTaToO4HbIX KOH-
LieHTpaLuii CMeCcKn XNopopraHnyeckrx NecTMUmMaos B NULLEBbLIX NpoaykTax // N3sectus KOro-3anagHoro rocyaapcteeH-
Horo yHmBepcuteTa. Cepusa: TexHuka n TexHonormm. 2023. T. 13, Ne 4. C. 163-173. https://doi.org/10.21869/2223-
1528-2023-13-4-163-173.
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Gas Chromatographic Determination of Residual Concentrations
of a Mixture of Organochlorine Pesticides in Food Products

Elena V. Melikhova!®, Viktoriya Yu. Solovyovat

Lipetsk State Technical University
30 Moskovskaya Str., Lipetsk 398055, Russian Federation

< e-mail: mev80@yandex.ru
Abstract

Purpose of research. The aim of the work is to optimize the conditions for gas chromatographic determination of a
mixture of eight organochlorine pesticides: aldrin, hexachlorobenzene, heptachlor, a-hexachlorocyclohexane, y-hexa-
chlorocyclohexane, dichlorodiphenyltrichloromethylmethane, dichlorodiphenyldichloroethane and dichlorodiphenyldi-
chloroethylene.

Methods. For chromatographic studies of organochlorine pesticides we used a Shimadzu GC-2010Plus gas chromato-
graph (Shimadzu, Japan) equipped with an automatic equilibrium vapor sample dispenser NT200N, electron-capture
detector based on 63Ni and quartz capillary nonpolar column "Chromatek" SPB-5 (30 m, 0.32 mm, film thickness on
the basis of phenyl(5%) and dimethyl(95%) polysiloxanes - 0.5 um) with an operating temperature range of 60°C -
320/340°C. The chromatograms were processed in the application LabSolutions GPC.

Results. On the basis of experimentally obtained data the optimal conditions for gas chromatographic determination
and separation of eight-component mixture of organochlorine pesticides were selected, namely: the value of mobile
phase flow division - 1:10, carrier gas flow rate — 1.0 ml/min, two-stage temperature programmable column mode - from
160 to 240°C with the rate of increase of 5°C/min. The metrological characteristics of the analysis and validation of the
results of the proposed technique with the method of high-performance liquid chromatography were evaluated. Good
reproducibility of chromatography results with the possibility of detection of organochlorine pesticides at the level of
10— 10" ug/cm® was proved. Application of Fisher's test has shown absence of significant differences in reproducibility
of sampled populations - the investigated methods of chromatographic analysis of COPCs are equally accurate. Ex-
traction sample preparation of samples of real objects was proposed, the calculated extraction degrees >84% allow to
recommend the technique for quantitative determination of analytes.

Conclusion. The method of gas chromatographic analysis was tested for determination of organochlorine pesticides
in samples of drinking water and baby puree (Russia) by additive method. Exceeding the norms of residual contents of
organochlorine pesticides in the samples of the food products under study was not detected.

Keywords: gas chromatography; high-performance liquid chromatography; organochlorine pesticides; extraction sam-
ple preparation; food products.
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BeeneHue BEPIIECHCTBOBAHUIO CYIIECTBYIOLIMX aHAIIH-
THYECKUX METOIMK ra3oxpomarorpadpuue-

HepanunonanbHoe HCMOMB30BaHUE WA CKOrO OIpeeneHus mecTHougos [11-19].
37I0yIOTPEOIICHHE NIECTHIIMAAMK IPUBOJIHT K MeHbIas oyl UCCIENOBAHUN ITOCBAICHA
HeraTHBHBIM nocinenctsusM [1-10], aro ge- JETEKTHPOBAHUIO TOKCHKAHTOB METOOM Ka-
JIa€T BOIPOC KOHTPOJIS 32 COAEPIKAHUEM TOK- nunspHoro snekrpodopesa [20]. Takum 06-
CHKaHTOB BEChMa aKTyalIbHBIM, a TAKKE IPH- PA30M, IIENTBIO HACTOSIIel PABOTHI SBJISETCA
BOJMT K MOCTOSIHHOMY IMOUCKY HOBBIX U CO- ONTUMH3ALAS ¥ BATHIALAS METOIUKY Ta30-

XpoMarorpaduyeckoro omnpeneaeHus cMecH
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BOCBMH XJIOPOPTraHUYECKUX MECTHUIMIOB Ha
xpomarorpade Shimadzu GC-2010Plus ¢
3JIEKTPOHHO-3aXBAaTHBIM JIETEKTOPOM Ha Ka-
NWUIIPHON KOJOHKe «XpoMmaTdk» SPB-5 ¢
HETIOJBMIKHOM KUJKON (a3oii Ha OCHOBE
bennn(5%) u aumetri(95%)-nonarcunokca-
HOB.

MaTtepuansi 1 meToAbl

["azoxpomaTorpapuueckue HcciIeI0Ba-
Hus npoojuian B nentpe OO0 «JlabopaTo-
pUsl PErHOHATFHOW OpPraHW3alUU  COZICH-
cTBUSl dKojorum» (T. Jlumeuk) Ha razoBoM
xpomarorpadpe  Shimadzu  GC-2010Plus
(Shimadzu, Snownus), cHaOXEHHOM 3JICK-
TPOHHO-3aXBAaTHBIM JETEKTOPOM Ha OCHOBE
%3N, kBapIieBOIl KamMWIISPHON HEHOIAPHOM
KOJIOHKOH «Xpomarak» SPB-5 (macmopt
214.6.903.754I1C), nnunoii 30 M 1 BHyTpeH-
HuM auamerpoM 0,32 MM, 3a1I0JIHEHHOU He-
MOJIBYDKHOM kuakon ¢azoir — dernmn(5%)
nuMeTr(95%)-oauCHIOKCaH € TOJIHHOR
wieHkyd 0,5 MKM, U paboyuM JHana3oHOM
temneparyp or —60°C no 320/340°C, a
TaKXXe YCTPOWCTBOM BBOJIa P00 — aBTOMATH-
YEeCKUM J103aTOPOM IIPOO paBHOBECHOTO Mapa
HT200H. B xadecTBe aHaAIUTOB BHIOpaHbI
CIIEYIOIINE XJIOPOPraHNYECKUE MECTULIN/IBI
(OO0 «HITAILL Dxonan», Poccus): anpapun
(COII 14-08), rekcaxnopoenzon (I'CO 9106-
2008), renraxmop (COIT 03-15), ambda-
rekcaxyopuukiorekcan  (o-I'XHI, T'CO
8888-2007), ramma-rekcaxjaopIHKIOTeK-
can (nmuuman wim y-I' XU, T'CO 8890-
2007), muxaopaneHUITPUXIOPMETUIIMETAaH
(IAT, T'CO 8892-2007), muxmnopaudeHu-
nuxyopatad (A, 'CO 8891-2007) u au-
xnopaudenmnauxiaopatmien  (JA3, T'CO
8893-2007). [IpuroToBieHNE UCXOTHBIX pac-
TBOPOB K@KIOTO TIECTHIHIA C MacCOBOH
KoHIeHTpanuei 100 MKr/cM® ocyIecTBIAIM
00BEMHO-MacCCOBBIM METOZIOM C IpPHUMEHe-
HueM guctwupoBanHoir Boabl (I'OCT
6709-72).

IIpobonoozcomosxa 0bpazyos numeesou
600b1: Tipo0y (1000 mur) MoMemanu B JIEH-

TEJIbHYI0 BOPOHKY, npuiauBanu 30 mi pac-
TBOpA H-TEKCaHa U BCTPSAXUBAIM B TEUCHHE
3 MUHYT, 3aTE€M OTOHMPATH BOAHYIO (DpaKIIUIO
U €lIle IBAYK/bl IOBTOPSUIM IKCTPAKIUIO TIOp-
musMu 110 20 mur #-rekcana. OObeTMHEHHBIN
AKCTPAKT IIOCJIEA0BATEIbHO OYMIIAINA pac-
TBOPOM CEPHOMN KHCIIOTBHI, HACBILIEHHBIM CEp-
HOKHUCJIBIM ~HAaTpUeM, TUCTHILIUPOBAHHOM
BOJIOM, U MPOIYCKAJIM YEPE3 BOPOHKY C O€3-
BOJHBIM cyib(haToM HaTpus. [lanee ynansiu
pacTBOPUTEIb Ha POTALMOHHOM HCIIApUTETIE
RE-52AA, cyxol OCTaToK pacTBOPSUIM B
1 Mt n-rexcana [18].

Ilpobonoocomoexa obpazyos gpyxmo-
6020 demckozco nwope: HaBecky (50 r) 3anu-
Banu >tunareratoM (100 cv®), BerpaxuBamu
20 wmuHYT Ha Jsa0OopaTOpHOM LIeiKepe
[13-6500 (OO0 «DxpocXum», Poccus) u
HAJIOCAJOYHBIN CJIOW JAEKAHTUPOBAIU YEPE3
BOPOHKY, 3allOJJHEHHYIO CJI0OEM O€3BOJHOTO
cepHokucioro Hartpus. KoHueHTpupoBaHue
MIOJIyUEHHOT0  3KCTpPaKTa  OCYILECTBISUIN
Ha POTALIMOHHOM HCIApUTENe MpU TemIepa-
type 70-75°C. Cyxo0il 0CTaToK ¢ MOMOIIbIO
5 MJI H-TeKcaHa KOJINYECTBEHHO MEPEHOCHIIN
B JICTUTENbHYI0 BOPOHKY M TPUIUBAIH
5 MJI KOHIIEHTPUPOBAHHON CEPHOMN KHUCIIOTHI,
Jlaniee BEPXHUU CJIOM JBaXKJbl MPOMBIBAIU
pactBopoM 1%-Horo OukapOoHaTa HaTpus
(mo 5 MJ1) U IUCTWIIMPOBAHHOM BOJOM 11O
HEWUTPAJIbHOW CpeNbl IPOMBIBHBIX  BOJ.
O6beM O00BEIUHEHHOI0 T'eKCaHOBOI'O 3KC-
TpakTa Ha POTALlMOHHOM HCIapHUTEJE J0BO-
quma 1o 1 Ma mpu Temmeparype BOISTHOM
0anu 40—45°C [19].

Pe3synbTaTbl U UX ob6cyxaeHue

BappupyempiMu mapameTpaMu B XOA€
ONTUMM3AIMH YCIOBHM razoxpomarorpadu-
YECKOr0 MCCieoBaHusl BbIOpaHbl: Kod(hdu-
LIMEHT JEJIEHUs Tra30BOro IOTOKa IO KO-
JIOHKE, CKOpPOCThb IIOTOKAa Ia3a-HOCUTEN U
TPU BapHaHTa IPOrpaMMHUPYEMOTO TeEMIIepa-
TYpPHOTO peKuMa XpoMaTorpapuueckoi Ko-
JOHKHU. BBIOOp ONTHUMAaNIbHBIX YCIOBHM Xpo-
MaTtorpaupoBaHus  OCYHIECTBISUIM  T10
quciy Teopernyeckux tapenok (N), BeicoTe
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DKBUBAJICHTHOM TEOPETUYECKOW TAPEJIKH
(BOTT) (H), xo>ddunueHty acumMMmeTpuu
(As) u paspemernto (Rs) mukoB, BpeMeHU
yaepkuBanus (trR) 1 CyMMapHOMY BpPEMEHHU
aHanmu3a. BeIOop sydmmx mapamerpoB aHa-
732 OCYIIECTBIISUIA UCXOASI U3 HE0OX0IMMO-
CTH MOJIy4eHUs MakcumaiabHoro yuciaa N u
MuHUMyMa H.

HccnenoBanue BiausiHus K03 dunmenra
neneHus: razosoro moroka (1:2, 1:1, 1:50,

N-10°

95
90
85
80
75 .
70
1:2 1:10 1:100

: : 1:50 :

A

1:100) Ha mapameTpsl xpomaTtorpadupona-
HMS  cTaHmaptHoro pactBopa  o-I'XII
(1 mxr/cm®) — mecTunyAa, MEPBHIM TOCTYMHA-
IOLIMM B KaMepy JETeKTOpa, MOKa3aliH, YTO
HauOosee Bbicokue 3HaueHust N u Huzkue H
COOTBETCTBYIOT BapuanTy geneHus 1:10
(puc. 1). O6mee Bpems aHaJIM3a BOCBMHUKOM-
MMOHEHTHOM CMeCH NpH 3STOM COCTaBUIIO
32,703 muH, a xK03()(HUIMEHT acUMMETPUHU
nukoB — 1,0 M1 BceX KOMIIOHEHTOB CMECH,
kpome JIJID u rekcaxsop6ensona (As = 0,8).

I |
1:100

1:50 :

H-10* cm

3300
3100
2900
2700
2500
1:2 1:10

Puc. 1. lnarpammbl 3aBMCMMOCTH Yncna TeopeTndeckmx Tapenok (A) u BOTT (B) oT BenuunHbl AeneHus
noToka nNpu aHanuse ctaHgapTHoro pacteopa a-I XUl (bmkcmpoBaHHble napameTpbl
XpomaTtorpagupoBaHusi: CKopocTb notoka 1,1 Mn/mMuH, TemnepaTypa konoHkn 160-240°C)

Fig. 1. Diagrams of dependence of the number of theoretical plates (A) and VETT (B) on the value
of flow division in the analysis of a standard solution of a-HCG (fixed chromatography parameters:
flow rate 1.1 ml/min, column temperature 16—-240°C)

CkopocTb OTOKA ra3a-HOCUTEISI BapbH-
poBayit B nuanasone 0,8—1,4 mu/mMuH ¢ ma-
rom 0,2 mu/muH. PesyneraTs! (Tabn. 1) mos-
BOJIIIOT CAEJATh BBIBOJ O JIOCTH)KEHHUU MAK-
CUMaJIbHOM 3P (EKTUBHOCTH XpoMaTorpadu-
YECKOIr0 Pa3/ieIeHusl NOYTH BCEX IMECTHUIIM-
JIOB IpH cKkopocTu notoka 1,0 mu/mun. Of-
HAKO B Ciy4ae pas3felIeHUus U ONpPEIEIICHUs
I'Xb u JJ/I/] MOXHO peKOMEHI0BaTh 0O0JIb-
IIYI0 CKOPOCTb ITOTOKA, UCKITOYAIOLIYIO pac-
HIMpeHHe NHKa B pe3yiabTare aAuddy3noH-
HBIX IIPOLIECCOB, KOTOPAs CBSI3aHA C UX MEHb-
el pacTBOPUMOCTBIO B TE€KCAaHE OTHOCH-
TEJIBHO JPYTUX KOMIIOHEHTOB CMECH.

TemmnepaTypHO-IpOrpaMMHUPYEMBIN pe-
KUM TIO3BOJIIET JNETEKTHUPOBATh AHAIUTHI C
HIMPOKHUM JIHAIa30HOM JIETYYECTH, TIOATOMY
B paboTe pacCMOTpeHBI 4 pexuma JIBYXCTY-
MEHYATOTO TIOBBIIICHHUS TEMIEPATyphl CO
ckopocThio 5°C/muH (puc. 2). [lepBblii u BTO-
POl peKUMBI MPUBETU K CMEIIEHUIO THKOB
MIECTUIUIOB M 3HAYUTEILHOMY YBEITUYCHUIO
JUINTEJIbHOCTH aHanu3a. JlerekTupoBaHue
mpu 0oJiee BHICOKHX TeMIIEpaTypHBIX PEXKH-
Max (3 u 4) mO3BONHIO UACHTUPHUIIMPOBATH
BOCBMUKOMIIOHEHTHYIO CMECh TECTUIIU/IOB
MeHee 4eM 3a 33 MUHYTBI, OJJHAKO B PEXKH-
Me 3 yoanoch MOTyYUTh MaKCUMAaIbHO CUM-
METpPUYHBIC TTUKH (puc. 3).
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Ta6nuua 1. Xpomartorpaduryeckme napaMmeTpbl onpeaeneHnsa CTaH4apTHOW CMECH XJITOPOPraHNYecKnx

necTMumaoB (KOHLEHTpauus kaxagoro aHanuta — 1 (0,2*) mkr/cm®) npy cKOpOCTM NOTOKa

1,0 mn/MuH, genexne notoka — 1:10, T« = 160-240°C

Table 1. Chromatographic parameters for determining the standard mixture of organochlorine pesticides
(concentration of each analyte — 1 (0.2*) mcg/cm?®) at a flow rate of 1.0 ml/min, flow division — 1:10,

Te = 160-240°C

KoMIIOHEHTHI cMecH N H-10° cm tr, MUH As Rs
a-I'XII" 95758 3133 13,840 1,0 5 93
['ekcaxopben3on 51076 5874 14,235 0,9

5,24
y-I' XU 138600 2165 15,145 1,0

21,93
['enraxyop* 237032 1266 18,116 1,0

12,08
AnbapuH 278895 1076 19,692 0,9

33,61
JiviC) 234932 1277 24,935 0,8

16,26
00 225306 1332 28,073 1,0
AT 228922 1342 31,552 0,9 15,26

ITpumeuanue. N 1 H — uucino u Beicota 3 PeKTUBHON TeOpeTHUECKON Tapesku; tr — BpeMs
ynepxuBanus; As 1 Rs_ k03 (OUIIMEHTH aCHMMETPHH U pa3peleHHs TUKOB
COOTBETCTBEHHO.

T

>

240 -

220 A

200

180 -

160 ;

140

120 A

100

80

°C

= pesim 2
perrm 3

e DEHMM 4

e pedum 1

o

10

20 25

t, MHH

Puc. 2. BapnaHTbl n3y4eHHbIX TeMnepaTypHbIX PEXMMOB XpomaTorpaduposanus: pexxum 1 — ot 100°C
(2,4 myH) o 170°C B TedeHme 20 MUHYT C LWIArom noBbieHus — 5°C/MuH; pexum 2 — ot 150°C
(2,4 MyH) po 220°C B TedeHne 12,6 MUHYT C LWarom noBbiweHns — 5°C/MuH; pexum 3 — ot 160°C
(2,4 myH) po 240°C B TedeHne 15 MUHYT C LWarom noBbiweHus — 5°C/muH; pexum 4 — ot 170°C
(2,4 MyH) po 240°C B TedeHne 12,6 MUH C LIArom noBbleHnsa — 5°C/MuH

Fig. 1. Variants of the studied temperature modes of chromatography: mode 1 — from 100 °C (2.4 min) to
170°C for 20 minutes with an increase step of 5°C/min; mode 2 — from 150°C (2.4 min) to 220°C for
12.6 minutes with an increase step of 5°C/min; mode 3 — from 160°C (2.4 min) to 240°C for 15 minutes
with an increase step of 5°C/min; mode 4 — from 170°C (2.4 min) to 240°C for 12.6 min with an
increase step of 5°C/min
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Puc. 3. XpomatorpamMma aHanuaa cTaH4apTHOM CMeCU XNTOpopraHU4ecknx NecTUUMAoB B rekcaHe:
1 — a-I'XUr; 2 — rekcaxnopbeHson; 3 — y-FXUr; 4 — rentaxnop; 5 — anbapvH; 6 — 409; 7 — 4440;
8 — OAT c koHueHTpauweit kaxaoro 1 mkr/cm® (0,2 Mkr/cm® anga rentaxrnopa) npu TeMnepaTypHOM
pexume 3, geneHun notoka 1:10, ckopocTtn notoka 1,0 Mn/MuH

Fig. 3. Chromatogram of the analysis of a standard mixture of organochlorine pesticides in hexane:
1 - a-HCG; 2 — hexachlorobenzene; 3 — y-HCG; 4 — heptachlor; 5 — Aldrin; 6 — DDE; 7 — DDD;
8 — DDT with a concentration of each 1 mcg/cm3 (0.2 mcg/cm3 for heptachlor) at temperature
mode 3, flow division — 1:10, flow rate — 1.0 ml/min

B BbIOpaHHBIX YCIOBHSX XpOMarorpa- 0,05-1,00 mkr/cm®. IIpemnoxkeHHbIE METO-
(¢bupoBaHUsI TOCTPOCHBI T'PATYUPOBOUYHBIE JTUKH XapaKTEePU3YIOTCS XOPOIIEH BOCTIPOU3-
rpaduKu aHATUTOB U PACCUUTAHBI METPOJIO- BOJAMMOCTBIO U TIO3BOJISIFOT OMPEAEIIATH XJIO-
TMYECKHE XapaKTepUCTHKH (Tabi. 2), mnpu poprannyeckue nectuuasl Ha yposHe [1/IK
ATOM JIMHEWMHBIM Hana3oH TenTaxJjopa Co- W HUXKE.
craBu 0,01-0,20 MKr/cM, ISt OCTAIBHBIX —

Ta6nuua 2. MeTponoruyeckme xapakTepucTukmn raaoxpoMaTtorpacuyeckoro onpeaeneHust ctaHgapTHOM
CMEeCH XJI0pOpraHUYeckmx NecTuLMOoB ¢ KOHLEeHTpauueit kaxaoro aHanuTa 1 mMkr/cm®
(0,2 mkr/cm® ana rentaxnopa) (n = 3, P = 0,95)

Table 2. Metrological characteristics of gas chromatographic determination of a standard mixture of organo-
chlorine pesticides with a concentration of each analyte of 1 mcg/cm?® (0.2 mcg/cm?® for heptachlor)
(n=3,P=0,95)

3 L — YpaBHEHME rpaynpoOBOYHOIO Conins MKT/CM R2
rpaduka
o-IXIT S=1054,5C+7,24 2,55-107 0,99
I'Xb S=1291,5-C + 22,02 1,40-10° 0,99
y-TXLI S$=916,6-C + 14,90 2,55-10° 0,99
I'enraxiiop S=3142,1-C + 21,36 4,85-10° 1,00
Anbpun S=667,3-C+7,02 1,80-10° 0,99
i) S$=825,2-C+0,59 7,82-10° 0,99
JUI S=690,6-C+0,24 8,55-10° 0,99
JAT S=516,9-C-2,43 5,00-10° 0,99
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Ampobanusi METOAMKM Ha o0pasuax
nerckoro nurtanusi («PpyrousHa», Poccus)
u OyrwimpoBaHHOW Bonbl («Bama Bomay,
Poccust) ocymiectBisiiach B COOTBETCTBUH CO
CIICAYIOIIMMHU TOCTOSSHHBIMU TapaMeTpamMu
ra30XxpoMaTorpapuyecKoro aHajau3a: OEHT —
H-TEKCaH; JIETEKTOP AJIEKTPOHHOI'O 3axBara
(93I[), Tncnapmenﬂ 23OOC, TueTeKTopa =
= 270-290°C (mByxCTyneHYaTO€ MOBBIIIIE-
HUE TeMIIepaTypbl KOJOHKU CO CKOPOCTBIO

5°C/mMuH); ra3-HOCHTEIh — a30T; O0BEM
BBOJUMOW TIpoOBbI 1 MMS. Hns  npengio-
JKEHHBIX CI10co00B POOOIIOATOTOBKH

OpeaABAapUTCIIbHO Ha CTAaHAAPTHBLIX PACTBO-
pax OomnpeaciiCHbl CTCIICHU  H3BJICYCHUA

aHauToB (Tabmn. 3), mpu 3TOM 3HAYEHUS OT
84% W BBIIIE IIO3BOJIIOT C BBEJCHUEM
Kod(uimeHTa mepecyeTa PEKOMEHIOBAThH
NPEUIOKEHHYI0 METOIMKY JUI KOJIHYECT-
BEHHOTO OIPEIEICHHUS XJIOPOPTaHUIECCKUX
MECTULIUJIOB.

ConepkaHue XJIOPOPraHUYECKUX —TIe-
CTHLIMJOB B 00pasnax mpod MUTHEBON BOABI
U JICTCKOTO MMUTAHHS ONPEICIISUIH METOIaMHU
rpagyupoBOYHOTrO Tpaduka u J00ABOK U CO-
noctasisin ¢ HopMamu CanlluH 1.2.3685-
21. B o0oux ciydasx MeCcTUIHIBI B Ipobax
He oOHapyXeHHI (Talur. 4).

Ta6nuua 3. CteneHb nssnedexms (R) n koadhdurumeHT nepecyeta (k) onsa xnopopraHM4eckmx NecTmunaos
C KOHLeHTpauueln kaxaoro aHanuta 1 mkr/cm® (0,2 mkr/cm® ana rentaxnopa) (n = 3, P = 0,95)

Table 3. Extraction degree (R) and conversion factor (k) for organochlorine pesticides with a concentration
of each analyte of 1 mcg/cm3 (0.2 mcg/cm? for heptachlor) (n = 3, P = 0.95)

IecTrimn R, % k Sr
a-I'XII" 92,4+2,5 1,079 0,011
['excaxyopben3on 90,1+2,8 1,110 0,012
y-IXIT 87,5+1,6 1,143 0,007
['enrraxitop 91,3+3,6 1,095 0,016
Anpapun 84,2437 1,188 0,018
JiviC) 95,9422 1,043 0,009
pIpI0I| 91,9+0,8 1,088 0,004
AT 94,74+2.0 1,056 0,008

Tabnuua 4. Pe3ynbTat razoxpomatorpaduyeckoro onpeaeneHuns XmnopopraHuyecknx nectTuumaos

(n=3, P =0,95)

Table 4. Result of gas chromatographic determination of organochlorine pesticides (n = 3, P = 0.95)

3 (o—— Bseneno, Haiineno, PaccunTano s Toke
MKT/cM® MKT/cM® C, mMkr/cm® ' (tep = 4,30)
«Bama Bomay», Poccus

a-I'XII" 0,93+0,08 HE HaijgeH 0,03 4,19
I'Xb 0,94+0,10 HE HaljaeH 0,04 2,76
y-I'XIT 0,95+0,05 He HallneH 0,02 3,87
AnbapuH 1,00 0,93+0,08 HE HaljaeH 0,03 3,98
0 0,91+0,09 HE HalaeH 0,04 412
1 0,92+0,08 He HalineH 0,04 4.08
JIT 0,93+0,08 He HalieH 0,03 4,10
['enrraxitop 0,20 0,19+0,02 He HallneH 0,05 2,30
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OkoHu4aHue Tabn. 4

End of Table 4

et BgeeHo, Haiineno, 1072 Paccumnrano, . torc
1072 mr/kr MI/KT 1072, Mr/kr ' (tep = 4,30)
«DpytonsHa», Poccus

a-I' XTI 0,90+0,11 HE HaiieH 0,05 3,78
I'Xb 0,91+0,09 HE HaleH 0,04 4,25
y-IXIT 0,89+0,12 HE HaliJeH 0,05 4,19
Anbapun 1,00 0,93+0,08 He HalIeH 0,03 3,61
JD 0,90+0,10 HE HaWeH 0,05 3,95
A0 0,90+0,11 HE HalJcH 0,05 4,03
JAT 0,96+0,08 HE HalJeH 0,04 2,22
['errraxiiop 0,20 0,18+0,02 HE HalIeH 0,04 4,20

[IpoBepka ONTUMHU3UPOBAHHOW METO-
nukH 1o Tecty CThIOJICHTA C yYE€TOM CTere-
HEel M3BJICUCHUS ONPECISIEMbIX aHAIIUTOB B
000UX cllydasix MmokKaszajia JOCTOBEPHOCTh pe-
3yJIbTATOB.

GC-2010Plus (Shimadzu, Slmonus) c 37ek-
TPOHHO-3aXBATHBIM JIETCKTOPOM U KOJIOHKOM
«Xpomatak» SPB-5 xapaktepusyercs mpa-
BUJILHOCTBIO, XOPOIICH YyBCTBUTEIHHOCTHIO
U BOCIPOU3BOJUMOCTBIO, YTO IO3BOJISET

MIPOBOAUTH AHAIMU3 3asIBJICHHBIX MTECTUIIUIOB
Ha ypoBHe [IJIK. /lanHas meromuka peko-
MEHJIOBaHa JJIsl ONIPEJETICHUS CIEAOBBIX KOH-
HEHTpaluii TMeCTULIUI0B B 00paslax Muile-
BBIX MPOJYKTOB.

BbiBoabl

Takum 00pa3oM, ONTUMHU3UPOBAHHASL
METOJIMKa ra30XpoMaTorpadpuueckoro omnpe-
JIeJICHUSI CMECH BOCHBMH XJIOPOPTaHHYECKUX
HeCTHIMI0B Ha xpomarorpade Shimadzu
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