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Paspaborana MeTouka orpeeieHus moauxIopupoBanubix oudenwnos (ITXB) B Bogax c mpex-
BapUTEIHHBIM KOHIIEHTPHUPOBAHUEM AHAJIUTOB IIyTEM SKCTPAKIIMOHHOTO BBHIMOPAKUBAHUS IIOJ
nercreueM 1eHTpoOeskHbIX cui (OBIT). B coorBercTBHY € ITOCTPOEHHOM MAaTEMATHIECKOM MOJIe-
JIBIO DKCTPAKIINH C UCIIOIh30BaHueM Tpex(akropHoro mwiana bokca — Benkena sHauynmbiv haxk-
TOPOM ABJIAETCA COZEPKaHNe alleTOHUTPUIA B SKCTPAKITMOHHOM CMeCH, a He3BHAYUMbIMU — CTe-
nens xsopupoBanHocTy [IXB u KoHIEHTpaIwsa aHaIuTOB. AHAIINS IUIOIIAAN ITOBEPXHOCTH JAH-
HOM MOJIEJIH II03BOJIA/I YCTAHOBUTD 00JIACTh OIITUMAIBHBIX 3HAYEHHUH KOHIIEHTPALIMH All€TOHUT-
puia B auanasone ot 14 no 21 %. Coxep:xanue alleTOHUTPHIA B SKCTPAKIIMOHHOM cmecu 15 %
00€eCIIeYynBai0 MAKCUMAJIbHbIE CTEIeHH usBieueHus 7 pasnuuubix [IXB (>92 %) B mmporoM
muanasone ux kouresTparwii (1,0 — 5000 ur/i). OTHOCHTEIBHBIE CTAHIAPTHHIE OTKIOHEHUS I10-
BTOPAEMOCTH ¥ BOCIIPOM3BOIMMOCTH PE3yJIbTATOB aHAIN3a HAXOWINCh B quanas3oHe 4,2 — 6,8 %
u 5,3 — 8,1 % COOTBETCTBEHHO IIPH HOrperrHocTy onpeaenenus ananutos 10 — 15 %. Hedrsaubie
YIJIEBOMOPOIbI HE M3BIEKAINCH B AllETOHUTPHIHHBIN SKCTPAKT M HE MeIIaTH OIpPeNeeHU0
[IXB, uyTo Takxe obecreunBaio 6osree IPOMOLKUTENLHYI0 PaboTy AeTeKTopa 6e3 moTepy IyBCT-
purenbHocTH. COKCTparupoBaHue MOJIMAPOMATHYECKUX YIVIEBOJOPOIOB M XJIOPOPTaHUYECKUX
ecTUIMAOB He Biausuio Ha ussiederve [IXB us Box (95 — 100 %) u He CKa3bIBATIOCH HA METPOJIO-
THYECKUX TI0KA3aTeNIIX METOTUKH OIIpeIeIeHuUs.

KaroueBble ciIoBa: SKCTPAKIMOHHOE BHIMOPAKWBAHWE; IIOJIMXJIOPUPOBAHHBIE OH(EHIIIB;
MIPUPOIHBIE BOJBI; ra30Bast XpoMaTorpadus — Macc-ClieKTPOMETPHS.
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A method for determining polychlorinated biphenyls (PCBs) in water using the method of concentrating
analytes through extractive freezing-out under the effect of a centrifugal forces (EFC) has been developed.
A mathematical model for analyte extraction using a three-factor Box-Behnken design demonstrated that
the content of acetonitrile in the extraction mixture is a significant factor, whereas the degree of PCBs
chlorination and the concentration of analytes are insignificant parameters. Analysis of the surface area of
the model allowed the determination of the optimal range of the acetonitrile concentration, which fell be-
tween 14 and 21%. A 15% content of acetonitrile in the extraction mixture provided maximum extraction
efficiency for 7 different PCBs (>92%) across a wide range of analyte concentrations (1.0 — 5000 ng/liter).
The relative standard deviations in the repeatability and reproducibility range from 4.2 to 6.8% and 5.3 to
8.1%, respectively, the accuracy of analyte determination being 10 — 15%. Petroleum hydrocarbons were
not extracted into the acetonitrile extract and did not interfere with the determination of PCBs, which
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provided longer operation of the detector without any loss in the sensitivity. Co-extraction of polycyclic ar-
omatic hydrocarbons and chlorinated pesticides did not affect the extraction of PCBs from water (95—
100%) and did not touch on the metrological indicators of the determination procedure.

Keywords: extractive freezing-out; polychlorinated biphenyls; natural water; gas chromatography mass-

spectrometry (GC-MS).

BBenenue

Bnaromaps pamy yHMKaIbHBIX TeILaIo(u3ude-
CKHUX U BJIEKTPOU30IAIUOHHBIX CBOUCTB IIOJIUXJIOPH-
poBauubie 6udennnasr (IIXB) B Havame mporioro
CTOJIETHS HAIIIU IIHPOKOe IIPHMEHEHNEe IIPU U3T0-
TOBJIEHHU PAa3IMYHOr0 060pymoBanus (KOHIEHCATO-
pbI, usonaTopst u Ap.) [1]. Ho BBuay BBICOKO#H TOK-
CUYHOCTH W YCTOMYHMBOCTH K BO3JEHCTBHIO OKpPY-
JKAIOIIel Cpeabl 9T BEIlecTBa JaiKe B HU3KUX KOH-
[EHTPAIUAX CTAIH IIPEICTABIATD CEPhE3HYI0 HKOJIO-
TUYECKYyI0 OIACHOCTb, IOTOMY MaTepHUanabl HA WX
ocHOBe ObLam 3ampereHsl [2]. B macrosmee Bpems
I[IXB moryr momamaTh B BOIHBbIE OOBEKTHI B XOI€
BTOPUYHOTO 3arps3HEeHus, BHICBOOOKIATICH U3 TBEP-
IBIX OCAIKOB, IIOYB M MOHHBIX oTioxkeHui [3, 4]. K
TOMY K€ HEIOOIIeHEHHBLIM IIPEICTABIISETCI BEJIA
MIPOU3BOICTBA KPACOK U murMeHToB, riae [IXbB asisa-
I0TCSI IOOOYHBIMY MPOAYKTAMH, & UX KOHIIEHTPAI[UH
moryT gocruratb 1000 mr/kr [5].

PacrBopumocts IIXB B Boje HEBBICOKA M CHU-
JKAETCST C YBEIIMYEeHHEM CTEIeHH XJOPHUPOBAHHOCTH
OueHUIbHOr0 KoJblla [6], 4T0 00yCIOBIMBAET WX
CKJIOHHOCTDH K arperaijii Ha B3BEIIEeHHBLIX BEIIeCT-
BaX M MUHHUMH3AIUKA COAEP:KAHUS B TOJIIE BOIbI
[7, 8]. OmHakxo B auTepaTrype ecTb JAaHHBIE O JOCTa-
TOYHO BbICOKHX KoHIleHTpanuax [IXb B meouuren-
HBIX IPOMBINLIEHHBIX Bomax [9]. aa momydenwus
IIOCTOBEPHBIX PEe3yJbTATOB aHAJIHU3a TaKOro poaa
00BEKTOB HEOOXOIMMO YYHTHIBATH OIIpeIe/eHHbIe
TPeOOBaHUA K TEXHWKE DKCTPAKIIUM AHAJIUTOB IIPHU
paspaboTke TpoOOIOATOTOBKH.

Cy1iecTByIOT pasaudHble BAPUAHTHI TBepohas-
Hoit (T®PI) m mumkocTuoit skcrpakiuu (JKI) IIXB
u3 Bogj [10]. umrocTHAs SKCTpaKIUA TIeKCAHOM,
XJI0pO)OPMOM U JUXJIOPMETAHOM SBJISETCA TPaIH-
IIHOHHBIM CII0COO0M HMB3BJIEUEHUS OPTAHUIECKUX Be-
mecTB u3 mpuponHbix Bog [11]. Hecmorps ma mpo-
croty peanusanuu jK9, 3TOT €r1ocob6 HECeIeKTHBEH,
¥ BeJIMKA BEPOSITHOCTDH COIKCTPATHPOBAHMSI MATPUY-
HBIX KOMIIOHEHTOB. BapuauThl TBepmodasHoi 3KC-
TPaKIUHU JTUIIEHbI 9TOTO HEIOCTATKA, ITOCKOIbKY CO-
BpPeMeHHbIE ITOIXObI ITOAPa3yMEBAT IPHUMEHEHHE
CEJIEKTUBHBIX ITOKPBITHH IJI WU3BJICUEHUS OIIpeje-
JeHHBbIX Tpynn axHamxuToB [12, 13]. Oxnako mare-
puanbl COPOEHTOB, KAK IIPABHIO, TPEOYIOT 3HAYH-
TeJIBHOTO0 BPEMEHHU Ha UX IOATOTOBKY K paboTe u MO-
ryT obnazath 3PPEeKToM MaMATH, YTO MPUBOAUT K
OIIpee/IeHHBIM pecypco3aTpaTaM U YBeJIUYUBAET
MIPOIOLKUTENLHOCTD aHaausa [14].

B sToM miane MHTEPECHO SKCTPAKIIMOHHOE BBI-
MOpaKMBAHUE AHAJIUTOB, OCHOBAHHOE HA IpUMeHe-

HUWM CMEIIWBAIIErocs C BOJOH SKCTPareHTa, W uX
pasaeneHue B yCIOBUAX HU3KUX TemiepaTyp (ot —10
mo —40 °C) [15]. B rkauecTBe sKcTpareHTa MIpeuMy-
II[ECTBEHHO MPHUMEHSIOT AleTOHHUTPHI, He 3aMep-
3Q0IIHNH B 9TUX YCIOBHUAX U XOPOIIIO OTAEISIOIIHICST
OT KPHCTA/UIMYECKON pasbl o0pasia. JKCTPAKIIHS
AHAJIIMTOB BEIMOPAKUBAHHEM II03BOJISET 3HAYUTEb-
HO COKPaTHUTh 0OBEM TpPedyeMoro OpraHu4ecKoro
pacrBopuTensa 6e3 CHUIKEHUS CTEIIeHM WX H3BJe-
yeHusa. PasBuTreM JaHHOTO Criocoba SBJSETCS TeX-
HHMKAa SKCTPAKIIMOHHOIO BBHIMOPAKUBAHMS IO [Iei-
crBueM IeHTpobekubix cui (OBII), roe usBaeuenue
KOMIIOHEHTOB, KOHIIEHTPHPOBAHHE W OYHCTKA DKC-
TpaKkTa MPOTEKAIOT B OIHY CTAAHIO IIPH HCIIOIb30-
BAHWU MAJbIX KOJHYECTB OPraHUIECKOI0 PACTBOPH-
TeNs IJI SKCTPAKIIMH, a (PUIbTPOBAHHE U OCYIIIe-
HHE KCTPaKTa IIPH DTOM IIPOMCXOIAT B IIpOIlecce
BeIMOopakuBaHusa [16]. Coueranme mpoIeccOB BBI-
MOPAKUBAHUA H IEHTPUQYTUPOBAHUS I103BOJISET
[OJIyYUTh BOCIIPOU3BOIUMBIE 10 00BEMY DKCTPAKTHI,
obecrieunBaIue W3BICUYEHHE KW KOHIIEHTPHPOBA-
HHe AaHAIWTOB. YCIEIIHOe IPHMEHEHHe TAHHOTO
MOX0/Ia IIPOJEMOHCTPUPOBAHO IIPU SKCTPATHPO-
Baauu [TAY u3 0YB U JOHHBIX OTJIOKEHUH, TIe CTe-
[eHU H3BJIEYEHUs OOJILIIMHCTBA AHAIHUTOB COCTAB-
sszm ot 80 10 97 % [17]. 9dderrusmocrs IBI-us-
BieueHus IIAY u ero sKCIIpPecCHOCTH CPABHUMBI C
COOTBETCTBYIOIIUMH IIOKA3ATEJIIMH IIPH TBepaoas-
Hot (83 -100 %) u EumKOCTB-:KuUAKOCTHOH (57 —
100 %) MUKPOSKCTPAKITHH.

Omnpenenenne IIXB TpaguiinoHHO MPOBOAAT
METOZOM Tas30BOM XpoMmarorpaduu C AeTEeKTOPOM
3JIEKTPOHHOTO 3axBaTa [18], omHaKo ¢ TOYKHU 3peHud
HAIEKHOCTH UIEHTU(PUKALINN aHAJIUTOB B CIOKHOM
MAaTpHIle IPUPOLHOH BOMBI I[€IECO00PA3SHO IIPH-
MEHSATh Ta30BYI0 XPOMATO-MacC-CIIEKTPOMETPHIO
(I'X-MO) [19].

Ilens manHoro HMCcIemoBaHusI — paspaboTka me-
toguku ['X-MC omnpejeneHus IOIUXJIOPHPOBAHHBIX
OM(peHnIOB B BOJAX C HCIIOJb30BAHUEM TEXHUKHU
SKCTPaAKIHOHHOIO BBHIMOPAKUBAHUS IO IE€HCTBUEM
IIEHTPOOEIKHBIX CHII.

JKCIEPUMEHTAIBLHAA 9aCTh

O6bexTaMu nccieqoBaHud ObLIN MOJEIbHbBIE 00-
pasmbl ¢ mo6aBKAMHM aTTECTOBAHHBIX PAaCTBOPOB
[IXB, npuroToBieHHbIe U3 TpecHO BojbI 03epa Ka-
pacyH r. KpacHomapa u M3HaYanbHO HE COJEPIKaB-
mire ananuToB. O6pasIiibl BOIbI OTOUPAIN B Oy THLIN
13 TEMHOTO CTeKJIa U XpaHuIu 1o ananusa npu 4 °C.
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Puc. 1. Xpomarorpamma anerorutpuiabaHoro dBII-skerpak-
Ta MOJAEIHHOr0 o0pasua BOABI C KOHIIEHTPAIIWEH KaKI0ro
IIXB 50 ur/x

Fig. 1. Chromatogram of the acetonitrile extract of a
water model sample with a concentration of each PCB of
50 ng/liter

Mamepuanwt u peaxmuguvt. B pabore mcmonab3o-
BaIy CTAHAAPTHbIE 00pPa3I(bl IONUXIOPOUEHH-
nmoB — cmech [IXB (IIXB-28, T1I1XB-52, IIXB-101,
[IXB-138, 11XB-153 u I1XB-180), I[IXB-118 B uso-
OKTAaHe C KOHI[EHTpAIMeH KaKIOr0 aHaIUTa
10 mer/ma (Dr. Ehrenstorfer, I'epmanusa). B xaue-
cTBe BHyTpeHHero cragpapra npuMenanu [IXB-166
B u300KTaHe ¢ Kounenrparuei 10 mrr/mia (Dr. Eh-
renstorfer, 'epmanus).

IKCTPAKIIMOHHBIE HCCIEI0BAHUA ITPOBOIUINA C
arreronutpuiom (gradient grade, >99,9 %) (Sigma-
Aldrich, CIITA), atterorom (HPLC grade, >99,8 %) u
rexcanoMm (ACS reagent grade, 99,5 %) (Merck, I'ep-
MaHud).

Obopydosanue. JIna npoBemeHUS XpPoOMATO-
rpad)UIeCcKuX WCCAeIOBAHUH MMPUMEHSIN Ta30BbIH
xpomarorpad ¢ mIaMeHHO-UOHW3AIUOHHBIM JIETeK-
topom Shimadzu GC-2010 (fmonwus), xpomarorpa-
(hrrueckyio cucTeMy C MOHOKBAIPYIIOJBbHBIM Macc-
CIIeKTpoMeTprIecKuM nerekTopoM Shimadzu GCMS-
QP2020 (Amomus). Hpentuduraiuio aHATIHUTOB
MPOBOAMIN C WCIIOJB30BAHHEM HHTETPUPOBAHHBIX
oubamorex macc-criekrpoB Wiley8 u NIST-17.1 u
BpEMEH yIep:KUBAHUA WHIANBUAYAIbHBIX CTAHIAPT-
HbIX pacTBopoB [IXB. [l 9KCTpaKIIMOHHOTO BHIMO-
paKMBaHUSA 1O [EHCTBHEM IIEHTPOOEKHBIX CHII
npuMeHsanu KpuosrcTpakrop «IBII-1» (Poccus).
[na pasmeneHud aHAIUTOB HCIOJIb30BATH KAIIWJI-
JIIPHYI0 KOJOHKY Zebron-5ms (60 M, 0,25 MM X
0,25 mgM) ¢ mpuBuTOM haszoir — 5 % mosucuapu-
neH + 95 % nuMeTHIIOIHNCHIOKCAH.

O6cy:xaenune pe3yabTaTOB

I'X-MC onpedenernue IIXE & sode. llomyuen-
HbI mocie mporenypsl OBI skerpakT coueraem c
I'X-MC ompeneneHueM OpraHUYECKHUX COETHUHEHUMH
B NMpUPOAHBIX 00bekTax [17]. Temmeparypuyio mpo-
rpammy Tepmocrara npu I'’X-MC onpenenennu aHa-
JINTOB TIOA0UPATIH SKCIIEPUMEHTAIBHO C YIETOM BO3-
MOKHOTO TIPUCYTCTBHUSA KOMIIOHEHTOB MATPHIIHL:
60 °C/1 muna — umarpes 15 °C/mun — 170 °C/3 mum —
marpeB 10 °C/mun — 280 °C/8 Mmun — Harpes
10 °C/muu — 290 °C/25 mun. PesxuM mMoHUTOpHHTA
samaHHbix noHOB (SIM) ¢ m/z 252, 296, 326, 360,
392 obecrieunBayl IyBCTBUTEIHHOCTD OIPEIEICHUS
¥ MUHHUMHU3AIUIO BIUIHUSA MATPHUIIBI. XpOMATOTPaM-
ma IBII-sxcTpakTa MogenbHOro 06pasiia BOAbI IPH-
Bemena Ha puc. 1. [Ipemennr obHapy:KeHus u orpe-
menenns wuccinenyembix I[IXB cocraBumm 0,40 u
1,0 HI/JI COOTBETCTBEHHO MPH CTAHTAPTHOM OTKJIO-
HeHuu 4 — 9 %. Jlyia UHTETrpUPOBAHUA ITUKOB XPOMa-
TOTpaMM IPHUMEHSIN MIPOTPAMMHOE obecredeHre
GCMSsolution Version 4.45.

Mamemamuueckoe 060CHO8QHUE ONMUMUIAYUL
npoyedypst npobonodzomosku 800bl ¢ UCNOAL30EA-
Huem OBI]. Jlns onTuMusaniu 3KCTPAKITHOHHOTO
BBIMOP/KMBAHUS TI0]] JEHCTBHEM I[€HTPOOEIKHBIX
CUJI IPUMEHATH TPex(paKTOPHbIH AU3AUH DKCIIEPH-
menTa bokca — benkena Ha tpex yposusax. Ilocrpoe-
HHEe MaTeMaTH4eCKOW MOJedd A ONTHMHU3AIUN
nportenypbt IBI monuxmop6udeHnIoB U3 BOI U HH-
TEePIPEeTAIHI0 TAHHBIX MPOBOAUIHN C UCIOIb30BAHHU-
em mporpammuoro obecrneuenus STATISTICA,
version 13.3.0 [20].

B kavecTBe He3aBHCHMBIX II€PEMEHHBIX BHIOpa-
au KOHIleHTpanuio anaautoB — 1, 50 u 100 ur/m,
cojiep:KaHne alleTOHUTPUIA B SKCTPAKIIMOHHOMN CMe-
cu — 10, 15 u 20 %, creneHb XJIOPUPOBAHHOCTHU
Ou(PeHUIBPHOTO KOJIbIIA — K-, IIEHTA- U TelTaxIop-
oudpennnpl. J[nama3oH cofep:KaHUsa aleTOHUTPHUIA
B CMECH OIIPEIeNIAICA BO3MOKHOCTHIO KOHIIEHTPUPO-
BaHUA AHAJIUTOB W KOJUYECTBEHHOTO OT/IEICHHS
9KCTPAKTA OT KPHUCTAUIMYECKOH (hasbl, OTaeIeHue
HaOI0IaIN IPU Coep:KaHuu B cucreme 6osee 10 %
arterouutpunaa [17]. Ilpu MeHBIIHX comep:RAHUAX
9KCTPaKT, IIO-BHANMOMY, KAUWLIAPHBIMHA CHJIAMHU
BTATHBAETCI B IOPBI obpasyromeiica (asbl Jbaa.
ITaker Design of Experiment mporpammuoro otec-
neuenus STATISTICA, version 13.3.0, mossoiser

Ta6auna 1. Pesynvrars! orenku maTemarudeckoi mogenu IBI] sxcrpaxmuu [1XB us Boz ¢ ucnonb3oBanuem gusaiina Bokca —

Benrena
Table 1. Results of evaluating the mathematical model of extractive freezing-out of PCBs from water using the Box — Behn-
ken design
Koadduument
®daxrop 3HAUUMOCTH
JluHeHHbINA Ksagparnansiit
Crixp, HI/I 0,14871 0,21523 Hesunauum
Coanerommpnn % 0,01269 0,00911 3HaYUM
Crenenn xnopupoBarnuoctu [1XB 0,69998 0,74561 Hesunaunm
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Puc. 2. O6nacts onTUMaIbHBIX 3HAYEHUH COIEPIKAHUS
aIeTOHUTPUIIA B OKCTPAKITHOHHOMN cMecH

Fig. 2. Region of optimal values of acetonitrile in the ex-
traction mixture

[MPOTHO3UPOBATh M ONTHMH3HPOBATH YCIOBUS JKC-
Tpakiun. PaKTOP ABIAICI CTATUCTHYECKH 3HAYH-
MBIM, eciu p-value aisa paccuuTaHHBIX Koadduiru-
eatoB menee 0,05 (ra6ma. 1). Ilomyuennbre maHmble
ykaspiBaoT, uro KoHmeHtpamusa IIXB u cremnenp
XJIOPUPOBAHHOCTU OM(DEHWIIOB HE ABIAIOTCA OIpe-
TETAIOIAMH.

OkugaeMo 3HAYMMBIM OKAa3aJI0Ch COIEpIKaHue
aIeTOHUTPUIIA B SKCTPAKITMOHHOM cMecH. C uCIIob-
30BAHHEM aHAau3a IUIONIATH MOBEPXHOCTH IIOJIY-
YEeHHOW MOJeJX YCTAHOBJIEHA 00JacTh ONTUMAJb-
HBIX 3HAYEHUH COAEPIKAHUI alleTOHUTpuiIa — OT 14
1m0 21 % (puc. 2).

OMIOUPUIECKUM IIyTEM M3 IOJLYYEHHOH B XO[€
aHaJIM3a TOBEPXHOCTH 00JIACTH ONTHMAILHBIX 3HA-
YeHUH CoAep:KaHud aleToHuTpuia ¢ marom B 1 %
YCTAHABIUBAJIN KOHIIEHTPAIIUIO AIl[eTOHUTPHUIA B
cucreMe, IIPU KOTOPOM CTEIIeHH M3BJICUeHUS aHAIH-
TOB ObLTH ObI MakcuManbHbIMU. McememoBanus mpo-
BOAWJIN C WCIIOJIb30BAHHWEM 00pasiia IPHUPOTHOM
Bogbl obbemMoM 9,5 M1 ¢ mO0OABKOM CTaHIAPTHOIO
pacteopa IIXB 50 ur/ia. OxcrpakimoHHOE BBIMOPA-
JKMBAHWUE AHAJIUTOB IO/ JEHCTBHUEM I[eHTPOOEIKHBIX
CHUJI IIPOBOIUIN B OINITUMUSUPOBAHHBIX YCIOBUAX —
mpu ckopoctu 4000 Mun! u Temmeparype —
29 + 2°C B reuenme 20 muu [16,17]. U3 puc. 3
BUOHO, uTO creneHu wusBieuenus [IXB mosbmia-
forcs ot 14 k 15 % aueronurpuia. [lanusiit adpdert
MOKHO OOBACHUTH 00Jiee KaueCTBEHHBIM OT/E/IeHH-
€M BKCTPAKTa 0T TBEP/OH (pasbl C yBeIHIeHHEM 00h-
eMa dKcTparenTa B cucreme. C [anbHEHIITUM yBeIu-
YeHUEeM KOHIIEHTPAIIUU alleTOHUTPHUJIA CTEIIeHU W3-
Bnedenusa [IXDB He moBBIIIATNCDH, ITT0STOMY AJIs KOH-
[EHTPHUPOBAHUSA AHAJIUTOB U MTOBBIIIEHHUS DKOJIOTHY-
HOCTH cItocoba IPOOOIIOATOTOBKY HCIIOIb30BAIH
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—=PCB - 138

-=-PCB-52
~e~PCB - 153

—+PCB -101
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——PCB - 118
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Crenens n3gneuenns, %
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Coep:xanue aleTOHNTPHAA, %o

Puc. 3. Sasucumocts crenenu ussinedenna [IXB ot kornen-
TpAaIUH alleTOHUTPUIA B HKCTPAKITHOHHON CMECH

Fig. 3. Dependence of PCB extraction efficiency on the con-
centration of acetonitrile in the extraction mixture

obowsem srcrparenTa 1,7 miut (15 % B 9KCTPaAKITMOHHOMN
cMecH).

Ilonyuenubie pes3yabTaThl ITO3BOJUIHN YCTAHO-
BUTH ONITUMAJbHBIE YCIOBHUSA MPOBOIIOATOTOBKY BOJI-
HBIX 00pasIoB ¢ ucnonrb3oBanueM JBII: B menTpu-
dysxHYI0 TpobupKy BHOCHIN 9,5 MII HCCIEIyeMOTO
obpasra u 1,7 MJI alleTOHUTPHUIA, 3aTeM IPOBOIUIN
9BII mpu ckopocTu BpaleHus poTopa IeHTpudyru
4000 Mvur! M Temmeparype MOPO3HIBHOM ycCTa-
HoBEH 29 = 2 °C B Teuenme 20 muu. [lomyuennsbrit
aIeTOHUTPWILHBIN BKCTPAKT JEKaHTHUPOBAIN B Tep-
MEeTHYHBbIE (PIAKOHBI [JIs MTOCIEAYIOIIEro XpoMaro-
rpadgupoBaHus.

Anpobayus paspabomarnoii npoyedypvt IBI].
Ilockonbky B 3aBHCHMOCTH OT HHTEHCHBHOCTHU
AHTPOIIOTEHHOT0 BO3IeHCTBHS HA UCCIEAYEMYIO Tep-
puropuio IIXB B mpupommbIx BoOzax MOTYT Ha-
XOIUTHCI B IIUPOKOM [HANa30HE KOHIIEHTPAIUH,
uccimenoBanu 3pderruBHoCcTh u3Baeuenud [IXB us
PacTBOPOB pPasIMYHOM KOHIeHTparuu (tadm. 2). Ws
Taba. 2 BugHO, 4TO 3 PEKTUBHOCTH U3BJIEUECHUT 7
IIXB npessimana 92 %.

IIoBTOpAEMOCTE PE3yTHTATOB aHATN3A OI€HUBA-
au 1o 16 mapasnimenbHBIM W3MEPEeHHAM MAJI IBYX
ypoBHe# kourenTpanuii — 1,0 u 500 ur/a1 Kammoro
aHAJINTA, BOCIPOU3BOIUMOCTH — II0 pe3yJbTaTaM
IIECTUTHEBHOTO 3KcmepuMenTta. (OTHOCUTENBHBIE
CTaHIAPTHBIE OTKJIOHEHWS IOBTOPAEMOCTH M BOC-
MIPOM3BOAUMOCTH JIJI aHATUTOB HAXOIUINCH B IUA-
nazone 4,2 - 6,8 u 5,3 — 8,1 % cooTBeTCTBEHHO, II0O-
TPEITHOCTh onpeaeaeHud ananuToB — 10 — 15 %.

Ilomumo IIXB B peampHBIX 00pasiiax MPHUPO-
HBIX BOJ MOTYT IIPHCYTCTBOBaTb U JApPyTrHe Opra-
HUYECKHEe 3arpA3HUTENH, KOTOpbIe MOTYT OKashl-
BaTh MeIlalllee BIUSHHUE IPU ONpeieIeHnH aHa-
JUTOB — TIOJMAPOMATUYECKHE YTIE€BOIOPO.bI
(ITAY), xnopopraunuueckue necruiunbl (XOII), kom-
MMOHEHTHI HEe(PTAHOTO MPOUCXOEACHUA. (11 olleHKN
MAHHOTO BJIMSHUS aHATHU3UPOBAIN MOJIENHHBIH 00-
paserr Boabl, KoTophlii Hapamy c IIXB comep:kan
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ITAY (madramun, 2-merunHadTanud, aneHadqTH-
meH, aneHadTeH, (uIyopeH, (IyOpaHTeH, IIHPEH,
denanTpen, amrparieH, xpuseH, Oems[alamTparieH,
6eus[almupen, Oeus[k]dayopauren, 6eus[b]diryo-
paureH, 6ens|[g,h,ilnepunen, nudens|a,hlanrparen)
u XOII (anbapuH, TUIBIAPHUH, SJILIPUH, DHIOCYIb-
dan, o XN, B-IXOL, y-I'XOL,  on-J0N,
n,n-I[I[I[, Oyn'ﬂﬂT: n:n'I[I[T’ O,TL-I[I[E, I’L,TL-I[I[E u
rexcaxiyop6ernson). HMccnemoBanus HTPOBOIUAN IS
Tpex ypoBHeH comep:kanusa kaxmoro [IXB — 0,1, 0,5
u 1 mir/m — B npucyrcrsuu [IAY u XOII B kouren-
TpaIKsax, COOTBETCTBYIOIIUX JAHHBIM O COIEPIKAHU-
X TOJIIIOTAHTOB B MPHUPOMHBIX BOAAX PA3IHUHBIX
peruonoB [21 — 23]. Metogom «BBemeHO — Halize-
HO» YCTAHOBWJIH, YTO mpucyTcTBue B marpurie XOI1
u ITAY B guamasone comepsxaumit 0,02 — 5 MK/ He
prnuser Ha onpenenenue [IXB (ta6m. 3).

IToMuMO CyIIEPSKOTOKCUKAHTOB B IIPUPOTHYIO
BOJIy MOTYT TMOCTYyIaTh He(TAHBIE YIIEBOIOPOIHI,
M UX COJIEPIKAHFE MOKET JOCTUTaTh COTEH MK/,
0COOEHHO BOJIM3U IIEHTPOB C BBICOKOM aHTPOIIOTEH-
HOI Harpyskoii [24]. XpomaTorpadupoBaHuie TaKuX
3arpsA3HEHHBIX SKCTPAKTOB 0€3 IOMOJHUTEIbHON
CTaMU¥ OYHUCTKUA OT KOMIIOHEHTOB MATPHUI[HI MOJKET
MPUBOIUTH K PE3KOMY CHH/KEHHWIO YYBCTBHUTENb-
HOCTH MAacCC-CIIEKTPOMETPUYECKOro aeTekTopa [25],
YTO [eaeT HeOOXOTUMBIM OYHCTKY SKCTPAKTOB IIe-
pexn xpomarorpadupoBanueM. Brusane HeQTIHBIX

YIJIEBOAOPOAOB OIIEHUBATIH IIPH AHATH3Ee MOJAENIb-
HBIX 00pas3IloB MPUPOAHOHN Boabl ¢ mobaBkoi [I1XB
(mo 500 ur/nm KamIoro), 3arpsa3HEHHBIX TU3EIbHBIM
torutuBoM. st omeHkn 5pEeKTUBHOCTH OYHUCTKU
9KCTPAKTOB IPOBOMUIN IIPOOOIIOTOTOBKY COTJIIACHO
aTTecTroBaHHOM MeTonuke onpenenenus [IXB B mpu-
ponubix Bomax [26]. XpomarorpadgupoBanue BhIze-
JIGHHBIX SKCTPAKTOB MPOBOIWIHN HA KANWIIAPHOH
komonke SUPELCOWAX 10 (60w, 0,32 MM X
0,5 mem) ¢ I'X-IIM]I-neTekTUpOBaHKEM B COOTBET-
ctBuu c ycaoBusamu anHamuza D©P.1.31.2013.16638
(puc. 4). Ilpu moaroroBke oOpasiia BOABI IO aTTe-
CTOBAHHOU METOJAMKE IIPOUCXOIUT COIKCTPATUPOBA-
HUe He(PTAHBIX YIIIEBOAXOPOAOB (cM. prc. 4, XpoMa-
torpamma 1), a mpu IBI] ux koHieHTpaius B dKc-
TpakKTe OKA3bIBAETCSI HUKE Tpefiea O0HAPYKeHHT
0,05 mer/mi (cm. pumc. 4, xpomarorpamma 2), dTO
obecrieynBaeT 6oJee IIUTEIbHYI0 paboTy qeTekTopa
6e3 moTepu uyBCcTBUTENAbHOCTH. [IpH 9TOM BaKHO OT-
METUTh, YTO B YCIOBHUIAX [JAHHOTO 3KCIEPUMEHTA
CTETIeHN W3BJIEUeHHUs MOIUXIOPOM(EeHUIOB OcTaBa-
snuch Ha ypoBHe 95 — 100 %.

Paspa6orannas meronuka I'X-MC onpenenenus
IIXB B Bogax ¢ ucnoab3oBanueMm JBILI obecneunia
s peKTUBHOE U3BIEUEHUE AHATIUTOB C OJJHOBPEMEH-
HOI OUYMCTKOHN SKCTPAKTA OT HEe(PTIHBIX MAKPOKOM-
MTOHEHTOB MATPHWIILI, MPH 9TOM IIPHUCYTCTBHE HA
ypoBue 0,02 — 5 mkr/n ITAY u XOII we oxasbiBano

Ta6auma 2. Crenenu ussnedenus (%) [IXB u3 npupoaHoii BobI ¢ ucmoiab3opanreM JBIL]

Table 2. Degree of PCB extraction (extraction efficiency, %) from natural water using extractive freezing-out

Konnenrpauus I1XB, ur/n

IIXB
1,0 50 500 5000

IIXB-28 92 + 2 94+ 2 98 + 2 96 + 2
[IXB-52 95 + 2 96 = 2 95 = 2 92 + 2
I[1IXB-101 931 98 +1 9% = 1 90 =1
[IXB-118 92 +3 101 =2 103 = 2 92 +3
I1XB-138 94 + 2 100 = 2 104 = 2 93 + 2
IIXB-153 95+ 3 99 + 3 98 + 3 93 +3
I1XB-180 93+ 3 102 = 3 99 =3 94 +3
Ta6auna 3. Pesynprare: onpenenenus [IXB B o6pasumax Boxsr B mpucyrersuu [TAY u XOII (n = 2; P = 0,95)

Table 3. Results of PCB determination in water samples in the presence of PAH and OCPs (n = 2; P = 0.95)

Bseneno, Mxr/n Haiineno, Mxr/n
IIXB IIAY, XOII IIXB-28 I1XB-52 I1IXB-101 IIXB-118 IIXB-138 IIXB-153 I1XB-180

0,1 0,02 0,098 = 0,014 0,093 = 0,010 0,101 = 0,012 0,105 = 0,009 0,103 = 0,008 0,095 = 0,006 0,097 + 0,007
0,1 0,092 + 0,013 0,095 = 0,011 0,095 + 0,011 0,099 + 0,009 0,97 = 0,08 0,101 + 0,006 0,092 * 0,006
0,5 0,096 = 0,013 0,097 = 0,011 0,098 + 0,012 0,100 = 0,009 0,99 + 0,08 0,098 = 0,006 0,099 + 0,007

0,5 0,1 0,45 + 0,06 0,48 + 0,05 0,52 + 0,06 0,50 + 0,05 0,49 + 0,04 0,51 + 0,03 0,48 + 0,03
0,5 0,47 £ 0,07 0,51 + 0,06 0,47 + 0,06 0,52 + 0,05 0,53 + 0,04 0,50 + 0,03 0,563 = 0,04
2,5 0,46 + 0,06 0,50 + 0,06 0,48 + 0,06 0,48 + 0,04 0,46 + 0,04 0,47 + 0,03 0,47 + 0,03

1,0 0,2 1,0 £ 0,1 0,95 + 0,11 0,92 + 0,11 0,99 + 0,09 0,96 + 0,08 0,99 = 0,06 0,98 = 0,07
1,0 0,99 + 0,14 0,94 = 0,10 1,0 £0,1 0,92 + 0,08 1,0 £0,1 0,94 + 0,06 0,91 = 0,06
5,0 0,98 + 0,14 0,97 + 0,11 0,95 + 0,11 0,95 = 0,09 0,97 = 0,09 0,93 = 0,06 0,95 = 0,07
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BIUSAHUA Ha METPOJIOTUYIECKNE XapaKTEPUCTHUKHU OTI-
penenenus.

3axJaroueHue

Paspaborana opuruHambHAS AHATUTHIECKAST
cxema ompenenenus cemu IIXB B Bomax meromom
I'X-MC ¢ npumeHeHHEeM SKCTPAKI[HOHHOTO BHIMOPA-
SKMBAHUA II0[ IEeMCTBHEM I[€HTPOOEIKHBIX CHJI IS
W3BJI€YECHUA QHAJIUTOB. ¥ CIIOBUA W3BJIECUYECHUA yCTa-
HABIWBAIN MaTEMaTUIECKHUM MOJAETUPOBAHUEM C
KCIIOJIb30BAHUEM TPex(aKTOPHOro ausaiiHa bBok-
ca — Benkena ¢ yuerom 3HaYMMOCTH (PAKTOPOB IIPO-
nenypbl OBII. Cremenu ussneuenus I1IXB us Box B
ONTUMH3UPOBAHHBIX YCJIOBHUAX COCTABMIM Oojee
90 % Tnpu OTHOCHUTEIFHOM CTAHIAPTHOM OTKJIOHE-
HUH IToBTOpAeMocTH 4,2 — 6,8 % u BOCIPOU3BOIUMO-
cru — 5,3 -8,1 %. PaspaboranHas meToguKa II0-
3Bosder omnpepenaarb 7 IIXB B guamasone 0,1 -
5 MEr/a ¢ morpetiaocThio 10 — 15 %.

duHaHCHpPOBaHUE

Pa6ora BrimosHEHA B pAMKAX TOCYAAPCTBEHHOTO
saganud Munobpuayku P® (mpoexr Ne FZEN-
2023-0006) ¢ wucroab3oBaHHEM HAYIHOTO 000pPY-
moBarua I[[RII «IJkomoro-aHamuTUIECKUU IIEHTP»
Kyb6anckoro rocyausepcurera.
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