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Y COBEPINICHCTBOBAHA IIPOLIEAYPA IPOOOIOATOTOBKY IUTHEBOH BOABI IIPH OIIPEAETICHUN 0CTATOY-
HEBIX KOJIHYECTB Y-TeKcaxmopuurnorekcana (y-I'XII") meromoM rasoBoii xpoMarorpaduu ¢ Ie-
TEKTOPOM 3IeKTPOHHOTO 3axBara, omucantad B 'OCT 31858-2012. Crporo cnenys ykazaHHIM
cTaHmapTa, HaM He YIAT0Ch HOMYYUTh IPEAUCAHHOTO 3HAUYCHUA K0d(hUITHEHTA H3BICUCHU
y-I'XUI" 94 %. B cBsi3u ¢ 9TUM O COKpALIEHUA [IOTEPh HA CTAMUAN TIPOOOTIOATOTOBKA OBHLIO
TIPEIIOKCHO UCTIONL30BATh B KAUECTBE DKCTparcHTa 60jee BHICOKOKUIIAIIMHA H-TEIITAH BMECTO
H-TeKcaHa, a I Pa3pyLIcHUs SMYILCHN, 00pA3yIOIIeHcsa B X0e SKCTPAKITIHN TeKCAHOM, — XJI0-
PHUI HATPHUSA BMECTO STHIOBOTO crpTa. ONTHMHU3HpOBaNU Takke 00heM aHATU3HPYEMO IIpo0EL,
Maccy XI0puia HaTprd, 00heM 9KCTpareHTa U BpeMs SKECTpakiuu. Brino mokasaHo, 4To mpuMe-
HeHWe XJI0PHUIa HATPHA IO3BOJIAET JOCTUYD IIOMHOTO PAaspYIIEHUs 3MYJIbCUU U IOBBICUTH CTe-
TIEHD W3BICUCHA TTECTUITHAOB IPH WX KOHIeHTparuu 22 MK/ ¢ 77 10 96 % Ipu OTHOCUTENh-
HOM CTaHIAPTHOM OTKIOHEHUH 2 %. 3aMeHa SKCTpAreHTa Ha H-TelITaH IPUBeNa K POCTY CTeTIeHN
nsBnedenus y-I'XII" no 98 % c otHOCHTEIBHEIM CTaHZAPTHBIM OTKJIOHeHUeM 1 %. [lopwimenne
roumeaTparui y-1' X" 1o 45 MKI/IT OpUBOIUT K PE3KOMY YMEHBIIIEHUI) CTEIICHNA U3BICUCHUS.
IIpennoskeHHLIA YCOBEPIIEHCTBOBAHHEIN CIIOCO6 SKUIKOCTL-KUIKOCTHOH SKCTPAKITIN II03BOIAET
nspnexats Y-I'XII" u3 Bogaoi Marpurs! Ha 98 — 100 % mpu KOHIIEHTpay IECTUIUIA MeHee
22 MET/1I.

Kimouesnie ciaoBa: Y-TEKCAXTIOPIUKJIOTCKCAH; IINTHEBAS BOJAA; Ia3oBas XpOMaTOI‘pa(i)I/IH; cTe-
IICHDL U3BJICYHCHUA.

OPTIMIZATION OF THE SAMPLE PREPARATION PROCEDURE
IN THE DETERMINATION OF y-HEXACHLOROCYCLOHEXANE
IN WATER BY GAS CHROMATOGRAPHY

© Dmitry E. Musabirov!.2*, Rustem A. Daukaevl, Guzel R. Allayaroval,
Evgenia E. Zelenkovskayal, Vladimir Yu. Guskov?

1 Ufa Research Institute of Occupational Medicine and Human Ecology, 94, ul. Kuvykina, Ufa, 450106, Russia; *e-mail:
30102000@rambler.ru
2 Bashkir State University, Ufa, Russia.

Received October 12, 2022. Revised December 14, 2022. Accepted January 25, 2023.

A high toxicity of organochlorine compounds, even present in trace amounts in food products, leads to in-
creased requirements for the accuracy of chemical analysis in food safety control. The interstate standard
GOST 31858-2012 was taken as a basis for this study. We have improved the method of sample prepara-
tion of drinking water for the determination of residual amounts of y-hexachlorocyclohexane (y-HCCH)
by gas chromatography with an electron capture detector. Strictly following the instructions of the stan-
dard, we failed to obtain the value of the recovery factor of 94% prescribed by GOST for y-HCCH. In this
regard, we proposed to use higher-boiling n-heptane instead of n-hexane as an extractant to reduce losses
at the stage of sample preparation, and to use sodium chloride instead of ethyl alcohol prescribed by GOST
to break the emulsion formed during the extraction of water with hexane. The volume of the analyzed
sample, the mass of sodium chloride, the volume of the extragent, and the extraction time were optimized.
The use of sodium chloride is shown to provide total emulsion breakage in 100% of experiments and to in-
crease the recovery of pesticides with a concentration of 22 pg/liter from 77 to 96% with a relative stan-
dard deviation of 2%. Replacing the extragent with n-heptane led to an increase in the recovery of
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y-HCCH to 98% with a relative standard deviation of 1%. It is shown that at a lower concentration of the
pesticide, the recovery rate is 98 — 100 %. An increase in the concentration of y-HCCH to 45 pg/liter leads
to a sharp decrease in the recovery degree. The proposed method can be considered as an improved
method of liquid-liquid extraction with excellent extraction of the pesticide from the aqueous matrix.

Keywords: y-hexachlorocyclohexane; drinking water; gas chromatography; recovery.

Beenenne

ITocroanno Bospacraromme TpeGoBanwms K CO-
OEP:KAHUID [PUOPUTETHBLIX 3ATPA3HUATENEH B pas-
JIMYHBIX 00BEKTAX OKPYIRAOIIEN cpenbl 06ycioBiu-
BAOT HEOOXOAMMOCTH YCOBEPIIEHCTBOBAHUA KC-
[I0JIB3YEMbBIX AHAIUTUIECKUX METOIUE AJIA YILydIle-
HHSL TOYHOCTH U CEJIEKTUBHOCTH OIPENEICHUs U
CHUJKEHUA Ipenena o6HADYKEHUS TOKCHKAHTOB.
Hawbomnee gacro mna onpenenenus xiopopraHude-
crux necturuaos (XOII) (m3oMepoB rekcaxyIoOpIK-
smorexcana (I'XII), uzomepos T, Heroropsix
XJIOP3aMeIeHHbIX [HUKJIOAUEHOB, HAIpPUMep, ajlb-
OPUHA W TeITaxjiopa) UCHOIL3YIOT TA30BYI0 XpoMa-
TOTpauo WIH XPOMATO-MACC-CIIeKTpOMeTpuo [1].
OTH MeTObI 06eCIIeYNBAIOT HEOOXOIUMbIE METPOJIO-
IrUYeCKue XapaKTePUCTHRY AHAIW34, OJHAKO 0OCTa-
FOTCS HEPelIeHHbIe IP06IeMbl Ha CTAAUHN IIOLTOTOB-
KU 1Ipo6bI K aHAIU3Y.

C 1939 r. u o HacrodIee BpeMsa IMECTHIAbI
[NPUMEHSIOT 11 60pPLOBI ¢ BpeAUTeNAMU PACTEHUH,
4TO OPUBOAMT K yBeawdenwio comepskanusa XOII B
60IBIMMHCTBE O0BLEKTOB OKPYKAMIIEeH cpeabl [2].
Kak npasuno, nannsie Bemecrsa IonagaoT B BOJ-
HYIO Cpejly BMecTe co cOpocaMu 0TpafoTaHHBIX pac-
TBOPOB XJIOPOPTAHMYECKHUX IIECTHUIHIOB, C ILIOBEPX-
HOCTHBIM CTOKOM, 4 TAKMKe B IIPOLIeCCe YTHIN3AIUU
IycTou Tapsl u Mouku obopynoanusd. Toubii wc-
TOYHUK 3arPA3HEHUS SKOCHCTEM IIEeCTUIUAMU He
BCerza MOJKHO JOCTOBEpHO obmapy:xwuts. B 60b-
LUIMHCTBE CTPAH JABHO 3aIIPEIleHO0 HCIIOIb30BAHUE
HexkoTopbix XOII B CBA3M € WX HMCKIOYUTEIBHOU
CII0COGHOCTHI0 K GHOAKKYMYJISAIMH W CTOHKOCTBIO,
W3-3a 9ero CJIefbl STHX BEIIECTB OCTAITCH B OKPY-
searomen cpeme o cux 1mop [3]. Oguako mHecmoTpsa
Ha orpanmdenus u 3anper XOII B 6onbirumrcTBe
pasButhix crpaH ¢ 70-x m 80-x rozoB, HEKOTOPKIE
Pa3BHUBAOIIHECH CTPAHBI [0 CUX IIOP UCIIOAb3YIOT UX
W3-32 YHUBEPCAIBHOCTH W HHU3KOU CTOMMOCTH.
TXII" go cux mop 3aHEUMAET BTOPOE MECTO II0Cie
HIOT o macmrrabaM pou3BOACTBA U IIPUMEHEHUS.

B coorsercrBum ¢ gupexkruBamum EC ocrareu
XJIOPOPraHUYECKUX [EeCTHLIUAOB He [OJKHBI IIpH-
CYyTCTBOBATL B IINTHEBOM BONE B KOHIEHTPAIWU
6onee 0,1 MEI/T ¥ B IOBEPXHOCTHBIX BOgax — 060-
mee 1-3 wmur/a [4]. CorracHo TeXHHYECKOMY pe-
rinaMeHTy EBpasuiicKOr0 SKOHOMHYECKOTO COK03a
«0 6e30macHOCTH VITAKOBAHHON ITHUTHEBOU BOIBI,
BRJIOYAA MPUPOAHYI MUHEPAIbHYH Bopy» (TP
EASC 044/2017) ocrarodnoe KoJIU4ecTBO JIXWHAHA
(raMma-uzoMep TeKCAXJIOPIIMKIOTeKCAHA) He IOJIK-
Ho upessimars 0,5 mer/i [5].

B macrosmee Bpems B nureparype MIHPOKO OC-
BELIeHbI METOABLI CKPUHUHTA OCTATOYHBIX KOJIH-
9eCTB XJIOPOPTAHUYECKUX IIeCTUIHIOB B BOAe, IIU-
IIEeBBIX IIPOAYKTAX, IouBe u kKopmax [6— 10]. Bce
[peajiaraeMbple METOZWKH BEIIOYAIOT KHJKOCTH-
seuproctayio (GHKIHD) minu rBepmodasnyo sKcTpak-
muio (T®D) ma cragwm MPOOGOIIOATOTOBKY € IIOCIE-
IYIOLIUM aHAIU30M METOLAME Ta30BOM XpOMaTOrpa-
dun (I'X) wnu BeICOKO3(PERTUBHON KUIKOCTHOU
xpomarorpaguu (BOHKX). IIpum I'X-paspenenun
00BIYHO HUCIIONB3YIOT JEeTEKTOP SIEKTPOHHOTO 3aXBa-
T4, 4 [IPYU OJHOBPEMEHHOM OIPEeIEeIeHUN XI0popra-
Hugeckux u hocopopraHuIecKux COeqUHEHIH Jac-
TO HCIOIB3YIOT MACC-CIEKTPOMETPHIECKHUH [IeTEK-
Top [11].

B Poccuu onpezenenue nectuiuioB B Boje pe-
ryiaupyer MexRrocygaperBenusiii crangapr ['OCT
31858-2012 «Bopa nmrheBas. Merop oupejeneHus
COEPIKAHNA XIOPOPTAHUIECKUX IIECTHUIUAOB Ta30-
JKHUAKOCTHOU xpomarorpadueii». JlaHHbli crangapr
PACIIPOCTPAHAETCH HA [IUTHEBYIO BOY, 8 TAKIKE LIPH-
poxHbie (IIOA3eMHBIE W IIOBEPXHOCTHBIE) BOABI U
npexgnuckiBaer miaa oupepenenuns XOII (a-, B- m
y-uzomepos I'XIII', remnraxiopa, 4,4'-muxmopaude-
amrrpuxiopasrana (JT), 4,4'-quxnoppudenminn-
xnopatanena (IJ19), 4,4'-nuxnopaudenmiauxmop-
srama (JJ[J[), anpapuna, rercaxmopbenHsona) uc-
noJjib3oBanue Merona ['X ¢ 7eTexTopoM 3JIeKTPOHHO-
ro saxsara. CraHpapr HpexycMaTpuUBaeT SKCTPAK-
[HIO0 XJIOPOPTAaHWYIECKUX ITECTULHIOB H-TEKCAHOM C
THOCIIEAYIOIEN OYUCTKOU DKCTPAKTA M XPOMATOIrpa-
uaeckum paspeneHueM HA KAIWIAPHOM KOJIOHKE.
B mporecce skcrpaknmu npu 06pasoBaHuM SMYITh-
CHU CTaH[APT HpeAnuchiBaeT nobamieHne HeGOIb-
LIOTO KOJHMYIECTBA STHUIOBOTO CIHPTA AN PACCIAU-
BaHWA BOXHOU u opranudeckou ¢as [12]. Creuens
nspinedenus Y-I'XI[" 8 coorsercreum ¢ ['OCT co-
crasisier 94 %.

CyuiecTByIoT ¥ WHBIE HOAXOABLI K HPOBOIIOATO-
TOBKE IIepej ra3oxpoMarorpaguyeckuM oipenese-
HHeM necTurumos, Tax, aBropamu paborer [12]
OBUIO U3YYEHO M3BIIEYEHUE U3 BOILI MIUPOKOTO KPY-
ra NeCTHLOHOB METOAOM KUAKOCTH-KUIKOCTHOU
SKCTpakriuu. Beino ycramosneno, aro a- u B-I'XIT
MOKHO U3BJIedb U3 BOAHOU mMarpuisl 96 u 94 % co-
OTBETCTBEHHO II0 IIPEJIOKEHHON B pabore MeToxu-
ke. Heckonbro xyuine pe3yibTarsl I10 H3BIEIEHUIO
a-, B- u y-I'XIII" (R = 69, 90 u 73 % cooTBETCTBEH-
HO) 6butn monygeHs: B pabore [13]. Ouucano rarxe
YCIEIIHOe IIPUMEHeHNe TBePL0o(ha3HOU SKCTPAKIIHI
[pu Ipo6GOIOATOTOBKE IIECTUIINOB: ABTOPLI paboThI
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[14] mcnonbzoBaiu KapTPUK HA OCHOBE OKTAje-
HUIOKCHAA KpeMuua maccou 3 1 aia TP npwu ompe-
genennu o-, B- u y-I'XII" co crenenpo u3BIedYeHUA
B 94, 95 u 93 % coorsercreenno. B xome T®D
HCIIONIB3yeTcsd MeHblne pacreopuressd, deM B KD,
HO BTOT METOJ, MOKeT ObITh OTHOCHTEILHO AOPOTUM
[15]. B pa6ore [16] mna wusBmedeHus o-, - u
y-I'XIII" u3 BOABI HPOBOIUIH SKUAKO(PASHYO MUKDO-
SKCTPAKIIUIO TOJLYOJOM, AUXJIOPMETAHOM, H-IeKCa-
HOM, U300KTaHOM ¥ H-HOHaHOM (R = 94, 85 u 87 %
COOTBETCTBEHHO).

IIpu moruTopHHETe conepxanusa y-I'XII" B Bogo-
nposoxpHoi Boge no 'OCT 31858 g Mcnpirarensuom
neutpe MHCTHUTYTA MEIUIMHBI TPYAA U SKOJOTHH
4qenoBeKa 661 o6HApYsHeH pag upobiem. Tak, H-rek-
CaH JOCTATOYHO OBICTPO HCIIAPHETCH, YTO 3ATPYLHA-
€T TOYHOE OILIPEeJeIeHIe KOHEIHOTO 00'beMa SKCTPAK-
Ta, a Ho0aBIeHHEe HTHUIIOBOTO CIHUPTA K DMyJIbCHU
BOJABI ¥ H-TEKCAHA He IIPUBOJUIIO K €€ Pa3PYIIEHUIO.
ITosTomy BOSHHMEKIA HEOGXOTUMOCTH ONTUMU3AIUN
Hpo6OIIOATOTOBKY IIPXU  Ia30XpOMATOrpadyuIecKoM
oupenenernu Y-I'XII" B Boze.

IKCIEePAMEHTATLHAA JaCTh

Obopydosarue u peaxmuesl. B xadecrse
SKCTPATEHTOB WCHONB30BaIM H-rentan (ocu, TY
20.14.11-209-44493179-2016, AO <«3KOC-1») wu
u-rexcan (ocu, TY 2631-001-54260861-2013, OO0
«Kpuoxum»), a B Ka4eCTBE HKCTPATHUPYEMOTO Bellle-
cTBa — CraHAapTHBIN obpaser; mecrurumga y-I' X1
(I"CO 8890 — 2007, maccosasn pmoms y-I'XUI' (imu-
paua) — 99,1 %, OO0 «HIIAIL 9xonan», Poccus).
Taxxe mcronb3oBanu 6e3BOXHBIN Cyab(aT HATPUS
(I'OCT 4166-76) u xmopup matpus (I'OCT 4233-77)
MpOM3BOACTBA «XuMpeakTuscHab» (Poccua) wu
CBEPXYHUCTYIO BOAY M3 crcTeMbl Arium mini, coor-
percrBymomyio Tpebosauuam ['OCT P 58144-2018.

T'asoxpomarorpaguaecroe onpezneneHue IpoBo-
OWIH C UCIOJIB30BAHWMEM Ia30BOro xpomarorpada
«Xpomarsg-Kpucramn 5000» ¢ geTekTopoMm siek-
TpoHHOro 3axsara u KoioHKOU CR-5 (5% denmn
95 % pumerunnonucunokcan, 30 m X 0,32 mm, To-
muaa wienku — 0,5 mrm). Temneparypa KomoHKU
cocramana 320° C, remmeparypa ucCmapurens —
350° C. B ragecrBe rasa-HOCHTENS CILYKMJI A30T,
naenenue cocrasisiio 50 klla, menenwme moroxka —
1:21,5, ckopocrs rasa-aocurens — 1,68 vur/muH.
C6op u 06paboTry xpomarorpaduaeckon uagopma-
our  OCyINeCTBJIAJH C IIOMOIILK) IIPOTPAMMHOTO
obecrieuenms «Xpomarex Ananutuk 2.6». Crarucru-
YeCcKUl aHAJH3 6]:1.]'[ BEBIIIOJIHEH C HCIIOJIB30OBAHUEM
craumaprHoro nmakera mporpamm IBM SPSS Statis-
tics 21. KonmaecTBo napasnienbHbIX OLNpeAe/IeHuH B
OTHOM SKCIIEPUMEHTE OBLI0 He MEHEeE ITATH.

Ipobonodzomoska. 1-ii cnocob. B nenurensuomn
BOPOHKe 13 npobsl Bogsr 06bemMoM 1 o1 SKCTparupo-
panu y-I' XTI #-rexcanom, zarem gobasmsau 10 vt

pacTBopa XJIOPHAA HATPHUA € KOHI[eHTparmen 5 r/i
Ui PaspyLIeHUs SMYJIbCHU W II0CIe PACCIOCHHUS
daz cobupanu BepXHWE OPTaHWYECKHH CI0U (KOH-
[IEHTPAIIMY TIECTUIUI0B B Mpobax Boabl W o6bem
H-TeKCAHA [JI SKCTPAKIIUY IPUBEACHBI HUKE), JKC-
TPAKIHIO [IOBTOPSIN ABAMKIBLI. JKCTPAKT LIPOILyCKA-
JI 4epe3 BOPOHKY ¢ 6e3BOLHBIM CyIb(paroM HATPUA,
[IPOMBIBAJIY €€ HEOOIBIIUM KOIHNIeCTBOM H-TeKCAHA
(5 — 10 mur), mamepsiiu 06bEM SKCTPAKTA € TIOMOIIBIO
nwiuHApa U orbupanu 1 MEJI SKCTpaKTa AJIS raso-
xpomarorpadpuaeckoro ananusa. ¥ CIOBHUS LIPOBee-
Hus IPoOOIOATOTOBKY IIPpHBeNeHbI B Tab. 1.

2-1i cnoco6. B pmenuTenbHOUM BOpPOHKE K Ipobe
Bogbl obwemom 500 mur, comepsramen y-I'XIT, mo-
0aBisAIN XJIOPUA HATPUA B CyXOM BHIE IJIS ILIPELy-
npexneHus 00pa30BAHUA  SMYJIBCHH, BOPOHKY
Berpaxusaiu g0 moianoro pacrsopenus NaCl u mo-
0aBisin H-TeKCAH wmin H-renrtaH. Biarogapsa mpen-
BapurenbHo fobasinennomy NaCl smynbcus, mosy-
YeHHAS B XOA€ DKCTPAKIWHU, pPA3PyLIAnach B Te-
qeHue 2 — 3 MUH. JKCTPAKIIHIO IOBTOPAIN JBAKIBL.
B o6bepuuennsiii skcrpakr BHocwau 10 r 6esBoj-
HOTO cyinbhaTa HATPUA, [EPEMEIIUBAINA B TEICHUE
30 mun mHa op6urambHOM menkepe (180 mum ).
YCIoBHS COOTBETCTBYIOIIUX SKCIIEPHMEHTOB 4 — 12
npusegensl B Taba. 1, B skcrepumentax 13 - 17
koHuentparmusa y-I' X' cocrasnana 1,5, 11,45 u
90 MKI/1 COOTBETCTBEHHO, OCTAILHBIE IIAPAMETPHI
SKCTPAKIUK COOTBETCTBOBAJIM BHKCIEpUMeEHTY 12.
O6bem BBOgUMOM B xpoMaTorpad mpobsl COCTABISI
1 M1,

Tab6aunua 1. Ycemopua npoGOIOATOTOBKH IPH Ta30XPOMATO-
rpacpuaeckom ompenenennu y-I' XTI

Table 1. Sample preparation conditions in y-HCCH deter-
mination by gas chromatography

Homep Kournen- O6bem Bpema
enepn: WL Treme aremte, . NaCl

MemTa MET/TT M MUH
1-ii cioco6 mpoGoOMOATOTOBKH

90 n-I'excan 70 9 —

90 70 15 —

3 90 70 30 —
2-ii c1oco6 mpoGOMOATOTOBKHA

4 45 u-I'excan 35 9 5

5 45 35 9 10
6 22 35 9

7 22 35 15 5

8 22 35 30 5

9 22 35 9 10

10 22 70 9 10

11 22 u-I'enran 35 30 10

12 22 70 9 10
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O6cy:kaenne pesyabTaTOB

B Tabn. 2 upumBemenbl pe3ysbTATHI HKCTPAK-
muu Y-I'XII[" onmcanupivu BhIe crocobamu. Jlas
OLTHUMUBALHUY YCIOBUU HSKCTPAKIAY KCIIOIB30BAIN
[OBBIIIEHHBIE 10 CPABHEHUIO ¢ OOBIMHO OLpemess-
eMBIMK IIPX MOHHTOPHUHIE BOLBI KOHIIEHTPAIUU
y-I'XII'. 9o 06ycioBiIeHO TEM, 9TO IPU MMOBHILIE-
HHUHM KOHIEHTPALIMY AHAJIWUTA CTEIEHb W3BJICICHUS,
KagK [IPaBWIO, He BO3PACTAET, U €CJIU LIPH IIOBLIIIEH-
HBIX KOHIEHTPALUAX AHAIUT U3BJIEKAETCH KOJIMIe-
CTBEHHO, TO 3aKOHOMEPHO OKHAATH KAK MHUHUMYM
TAKOTO K€ pe3ynbpTara Ipu 060jiee HU3KUX KOHIICH-
TPALUAX.

Bruio ycranosneno, 94To npu yciaoBusax SKRCIEpH-
menra 1 (¢ =90 MEr/1; Ve = 70 ML £operosmn =
= 9 MHH) U3BIEYCHHE [TIECTUITHUIA C KOHIIEHTPAITHEN
90 MEr/n OKA3aI0Ch HEYHOBIETBOPUTEILHBIM (R =
= 60 % c OTHOCUTENILHBIM CTAHIAAPTHLIM OTKJIOHE-
uuem 4,3 %). YBenudeHue BpeMeHH KaKIOH CTy-
[eHu 3Kcrpakuuu 70 5 u 10 MUH He HPUBEIO K II0-
BBIIIEHUIO CTEIIEHV W3BIEYEHHA IIPU SKCTPAKIIHM.
Ha ocuoBammm mosny4eHHBIX AAHHBIX MOJKHO ClHe-
JIaTh BBIBOJ, 4TO IMpuMeHeHue 1-ro criocoba mpobo-
[OATOTOBKY IIPUBEJIO KAK K HU3KOU CTEIIeHN U3BJe-
YeHws, TAK U [UIOXOU CXOLUMOCTH Pe3yJIbTaTOB aHa-
smza. [losromy OBLIO pelIeH0 YMEHBITHTh HPoGy
AHAIU3UPYEMOU BOABI B 00bEeM SKCTpareHra (H-rex-
caHa) B JBa pasa, a TAKKe BBOAUTH HABECKY XJIOPH-
Ja HATPHSA B CyXOM BH[E A0 HAYAIA HKCTPATHPOBA-

HUS IS IPEeIBAPUTEIBHOTO PA3PYIIEHNS SMYIbCHN
(2-11 crioco6 mpoboroaroTorku). B pesynprare cre-
IeHb W3BJIeYeHWs He moBbicuwiack (60 % ¢ orHO-
CUTEIbHBIM CTAHAAPTHBIM OTKjIOHeHueMm 5 %). Ilo-
HIKEHME WCXOTHOM KOHIIEHTPAIIMH IMeCTHIHAA 0
45 mET/n (9KcrIepuMeHT 5) Takke He IIOBBICUIIO CTe-
IeHb w3BjiedeHusd. JlampHellee MOHWKEHWE KOH-
nenrparuu Y-I'XII[" 1o 22 MKr/n 1o3BoawI0 yBeIu-
4UTh CTEIleHb W3BIedeHusd 10 76 % (oTHocHTeILHOE
CTAHJAPTHOE OTKIOHEeHue 5 %). ¥ Benudenue obie-
0 BpeMeHH SKCTpParnmu 10 15 vun (sKCriepuMeHT
7), kKak U B dRcIepuMeHTax 1 — 3, He IPUBENIO K 3a-
METHOMY pocTy crenenu uspiedenua. Opuaxo mpu
YBEJIMYEHUH BpeMeHu SKcTpaknuu a0 30 muH (sKc-
rmepuMenT 8) yAaioch JOCTAYD CTEIIEHN M3BIEIeHU
BoIire 90 %.

YBenuaeHme MacChl CyXOT0 XJI0PUA HATPHS IS
paspyuienuns smysiabeun ¢ 5 10 10 r (srcnepument 9)
MMO3BOJMIIIO W3BJIeYb w3 mpober 96 % y-I'XII, gro,
BEPOATHO, 06YCIIOBIEHO IOHUIKEHUEM er0 PACTBOPH-
Moctu B Boxe. Takas e creneHb n3BiaedeHus ObLIA
[OJIy9eHa [IpY yBejmdeHnu o0uero odbema sKerpa-
renra (r-rexcana) u maBecku NaCl B mBa pasa (sxc-
nepunent 11). ITpu sToM oTHOCHUTEIBHOE CTAHAAPT-
HO€ OTKJIOHeHue cocrasisaio 2,1 %.

Kosddurmenrsr nuddysuum amanuror B H-remn-
TAHE HUKE, YeM B H-T€KCAHe, YTO IPUBOIUT K MEHbB-
IIIe¥ CKOPOCTH SKCTPAKIIHAHY, TI03TOMY H-T€KCAH ABJIS-
erca Gosiee pacrpocrpaneHHbIM sKcTparenTom. On-

Ta6aunma 2. Pesyabrars rasoxpoMarorpadgeckoro onpegenerua Y-1' X1 B MofeIbHBIX BOSHBIX PACTBOPAX ¢ UCIIOIb30BAHN-

€M Pa3IuIHbIX yC.TIOBI/IfI JKCTPAKIIUNI

Table 2. Results of gas chromatographic determination of y-HCCH in model aqueous solutions using different extraction

conditions

OnpIT Breneno, MEr/n Haiineno, Mxr/n R, % S, %
1 90 54 60 4,3

2 90 55 61 8,7

3 90 55 61 9,0

4 45 27 60 5,0

5 45 26 58 12,3

6 22 17 77 5,3

7 22 17 77 6,3

8 22 20 91 2,5

9 22 21 96 4,9
10 22 21 96 2,1
11 22 21 96 1,1
12 22 22 98 1,0
13 1 0,99 99 0,8
14 5 4,95 99 0,8
15 11 10,8 98 1,0
16 45 39 87 5,0
17 90 68 76 3,0

II PHUMeYaHHue: R — crenennb U3BJIEYECHU, Sr — OTHOCHUTEJIbHO€ CTAaHJapPTHOe OTKIOHEHNE.
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HAKO H-TENTAH MeJJIeHHee HCIIApSAeTcs, YTO MOKET
CHU3WUTH MOTEPH HA CrTaauu mpobormoaroroBku. Hc-
MOJIb30BAHUE H-TEIITAHA BMECTO H-TeKcaHa (sxcrep-
meHTHI 11 u 12) m03BOJIMIIO HOBLICUTH CTEIIEHDL W3-
Biedenus 10 96 — 98 % npu cumxenun Sr mo 1 %.
YcimoBus SKCTPAKIIAM, ONUCAHHBIE B HKCIIEPHUMEHTE
12, 6pUTM IPHU3HAHBI ONTHUMAIBHBIMY [JIA HU3BII€Ye-
HUSA Y-TEKCAXJIOPIUKIOreKCaHa U3 BOJbL.

Brina usyyena saBmcmMocTh CTereHu u3BiIede-
HudA ot koHneHTpanuu Y-I'XIII" npu onruManbHBIX
yeaopuax skcrpaknuu. O6HApY:KeHO, 9YTO HPU KOH-
[EHTPAIUAX, COOTBETCTBYIOIIMX BEPXHEH ILIAHKE
JOMYCTUMBIX JIJIS H3y4aeMOTO [ECTHUITUIA, OH U3BJIe-
raerca xoiuwmgecrBeHHo (R ~ 100 %). Ilpu wounen-
TpAUUAX BbIIIE 22 MKI/I CTEleHb WU3BIEYEHHUA II0-
CIIEeMOBATENIBHO CHMEANACh. Takum o6pasom, rpen-
jlaraeMasi MeTOAHMKa IPOOOIIOATOTOBKHA MO3BOJISET
rosnmaectBeHHO u3piedb Y-I' X' us Boxn B guana-
30He KoHIeHTparui 1 — 22 Mrr/i.

daraoUeHne

B pabore npomemena onrmMmsanua ycioBHH
JKHUJROCTh-3KUAKOCTHON DKCTPAKIUK Y-TeKCaxJIop-
LUKJIOTEKCAHA U3 BOJKI IIPH €T0 OLPele/IeHHH MeTO-
gom razoBori xpomarorpadguu. OcobenHoCTIMU
nmpeiaraeMoro criocofa mpo6omoATroTOBKY ABIAET-
¢ IpPUMEHEHNEe XJIOPUAA HATPHUA I Pa3pyLIeHUsS
smysbcun BMecro upepnucanaoro ['OCTowm sra-
HOJA, 8 TAKXKe 3aMeHa H-TeKCaHA Ha H-TeNTaH B
RadecTBe dKcrpareHTta. J[ocTHTHyTad CTeneHb W3-
BiledeHusd cocrapisia 99 % npu KOHLEHTPAIWAX
necrurnuaa 1 — 5 MET/i1. ¥ Beudenvie KOHIIEHT DA
v-I'XII" Beume 22 MEI/1I OPHBOAUT K CHIGKEHIO
CTEIIeHY W3BJIEIEHU.
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