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deHon ABNAETCA BELLECTBOM BTOPOrO K/acca OMAcHOCTM, 061afaeT KaHLEepOreHHbIMU U
MyTareHHbIMK cBolictBamu. OnpegeneHne deHona B NoysBax CTaHAAPTHbIMM MeTodamu TpebyeT
ONUTENbHYIO U TPyA0eMKyto npobonoarotosky. MeTtoa TBepAopasHON MUKPOIKCTPaKLmu (TOM3)
NO3BO/IAET CYLLECTBEHHO YNPOCTUTb ONpeAeneHne 3arpasHUTENe NOYB, OAHAKO ero NpUMeHeHue
orpaHmumBaetr npobnema 3¢deKTMBHOro KoHTponsa 3ddekTa matpuubl. Lenblo  aaHHoro
nccnepoBaHna 6bino paspabotaTtb METOAMKY SKCMPECCHOTO W HeAopororo KOAMYeCTBEHHOro
onpeaeneHuns peHona B NoyBe ¢ Ucnonb3osaHvem TOM3, ra3oBoi XPOMaTO-MaCcC-CNePKTPOMETPUN
1 meTosa fobasBok. Temnepatypa skcTpakummn 80°C obecneunsaet Hanbosee HU3KME OTHOCUTE/IbHbIE
CTaHAapPTHble OTKIOHeHUA, cocTasnatowme 2,1 n 4,6 % Ana BOAHbBIX U NOYBEHHbIX 06Pa3LOB, COOT-
BETCTBEHHO. Bpems ypaBHOBeLWMBaHWA NOYB Nocne BBeAeHUA f06aBku dpeHona npu 80°C fONKHO
COCTaB/IATb He MeHee 6 4. PaspaboTaHHaa meTogmMKa bbina ycnewHo anpobupoBaHa Ha MoAeIbHOM
1 peanbHOM 06pasLax Nousbl, KOHLUEHTPauun deHona B KoTopbix coctasuan 0,44 n 0,059 mr/kr,
COOTBETCTBEHHO. KOo3hdUUMEHTbI anmpOKCUMMAaLUU AUHENHBIX KaZMBPOBOYHBIX 3aBUCUMOCTEN
6b111 He Huke 0,97. Mpepen obHapyKeHUa GeHoNa 3aBUCUT OT CPOACTBA MATPULIbI K aHANUTY U He
npesbiwaet 10 mKr/Kr.

Kniouesble cnoBa: ¢eHON; Mno4yBa; KOAMYECTBEHHOE ONpeaeneHue;
TBepAodaszHaA MUKPOIKCTPAKLUA; MATPUYHDIN I EKT.
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deHoN KayinTinik KNacbiHbIH, EKiHWi TOObIHA KaTaTblH KaHLEPOreHAi >KaHe MyTareHai
KacveTTepiHe ne 3aT 60s1bin Tabblnagbl. PeHonabl TONbIPaK KypamblHaH CTaHAAPTTbl d4icTepMeH
aHbIKTAy y3aK XaHe eHBeKTi Ken KaXeT eTeTiH yari ganbiHAay caTbiCbiH Tanan eteai. Kattol ¢a-
3a/7bl MMKPO3KCTPaKLMA dici TOMblpaK KypamblHaH OpraHMKaiblK NacTafbiTapAbl aHbIKTayAbl
OHaltnatagpl, AereHmeH

TOMbIPaK KypamblHbIH acepi 6yn aA4iCTiH, KONAAHYbIH LWWEKTeRAl. 3epTTeyaiH MakcaTbl peHonapl
TOMbIPAK YArinepiHAe rasfbl XpOMaTo-macc-crnekTpomepua BipikkeH KaTTbl Gpasasibl MUKPOIKCTPAK-
LMA KaHe ycTemenep ajicTemeci HerisiHAe KbliAaM KaHe ap3aH CaHAbIK aHbIKTay 94iciH Aaspnay
60nbIn Tabbinabl. EH TOMEH CanbICTbipMasbl CTaHAAPTbI aybITKyAap Cy »KaHe ToMblpakK yarinepiHae
80°C TemnepaTypacblHAa caikeciHwe 2,1 kaHe 4,6% Kypailapl. 3epTrenin oTbipFaH ToOMbIpak
yarinepiHe deHon yctemeci KocbliFaHHaH KeliiH 80°C-aa Tene-TeHA4iK yaKbiTbl OPHbIFY KemaereHae 6
cafaT eKeHAiri aHbIKTanApl. ¥CbIHbIbIN OTbIPbIJIFAH 9AIC KacaHAbl IACTAHFAH KaHE HaFfbl3 TOMbIpaK
yAarinepiHae Tekcepingi. Yarinepgeri deHon KoHueHtpaumanapsl 0,44 xaHe 0,059 mr/Kr Kypaabl.
CbI3bIKTbIK Kanmbpniey KaTblHacTap annpokcumaumsa koadpouumeHttepi 0,97 TemeH 60FaH XOK.
AHbIKTay LWeri MaTPMLAHbIH, aHaIMTKe YKCacTbiFbIHA 6ainaHbiCTbl aHe 10 MKr/Kr acnagbl.

TyiiiH ce3gep: dpeHon; TonbIpak; CaHAbIK aHbIKTay; ycTemenep a4ici; KatTbl dasasnbl MUKPO-
3KCTPAKLUMA; MaTpuLLanbIK 3pdeKT.

Quantification of phenol

in soil using solid-phase
microextraction, gas
chromatography-mass
spectrometry and standard
addition

Yegemova S.S., 'Derbissalin M.A.,
1Kenessov B.N., ?Koziel J.A.

1Center of Physical Chemical Methods of
Research and Analysis, al-Farabi Kazakh
National University, Almaty, Kazakhstan
’lowa State University, Department of
Agricultural and Biosystems Engineering,
Ames, IA, USA

*E-mail: s.egemova@gmail.com

© 2015 Al-Farabi Kazakh National University

Phenol is a toxic environmental pollutant possessing carcinogenic and mutagenic properties.
Determination of phenol in soil by certified methods requires long and laborious sample preparation.
Solid-phase microextraction (SPME) allows much simpler and faster determination of pollutants in
soils. However, method accuracy is limited by the problem of effective matrix effect control. The
aim of this study was to develop a rapid and inexpensive method for the quantitative determination
of phenol in soil using SPME, gas chromatography-mass spectrometry and standard addition.
Extraction temperature 80°C provides the lowest relative standard deviation being 2.1 and 4.6%
for aqueous and soil samples, respectively. Soil equilibration time after addition of phenol standard
at 80°C should take at least 6 h. The developed method was successfully tested on model and real
soil samples having phenol concentrations 0.44 and 0.059 mg/kg, respectively. Coefficients of linear
approximation of calibration dependences were higher than 0.97. Method detection limit depends
on the affinity of matrix to analyte and is lower than 10 pg/kg.

Keywords: phenol; soil; quantification; solid-phase microextraction; standard addition; matrix
effect.
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1. BeegeHue

Mousa OCHOBOW  CEeNbCKOXO3ANCTBEHHOrO
NPOM3BOACTBA U [NaBHbIM UCTOYHUKOM MOAYYEHUA MPOAYKTOB
nutaHus, obecneunsaowmm 95-97% NpPOLOBONLCTBEHHbIX
pecypcoB pgnAa HaceneHua nnaaHetbl [1].  3HauuTenbHoe
HeraTMBHOE BO3AENCTBME Ha NOYBY OKa3bIBAET ee 3arpsasHeHue

TOKCUYHbIMMN  XMMUYECKUMU MHOorme wu3

ABnAeTCcA

coeuHEHUAMM,
KOTOPbIX O/IUTENIbHO COXPAHAIOTCA B Noysax [2].

deHon M ero nNpousBOAHble OTHOCATCA K OCHOBHbIM
OPraHMYecKUM 3arpA3HUTENSM BOAbl M MO4YBbI WM noanexart
06s3aTeNbHOMY KOHTpOto. DeHon ABNAETCA BELLEeCTBOM BTOPOTO
Ka1acca onacHoCcTH, 061343aeT KaHLEPOreHHbIMU U MyTareHHbIMU
CBOMCTBAMMW, BbI3bIBAET MNOPAXKEHWUE AbIXaTeNbHbIX MyTeNn,
cepaevHo-cocyamcTblie 3aboneBaHus, HapyLLeHWe BereTaTuBHom
cuctembl [3]. MakcumanbHO pasoBas U cpegHecyTodHaa MAK
¢deHona B atTMmochepHom Bo3ayxe coctasaaoT 10 u 3 mkr/m3 [4].
CornacHoO KaHafCKOMy PyKOBOACTBO Mo 3awmTe noys, MAK
deHona B nouse coctasnsaet 3,8 mr/kr [5]. JleTanbHan go3sa LD50
ana deHona npu nepopanbHom cnocobe Ans cobak, KPOINKOB
1 Mmblwwei coctasnsaet 300-500 mr/kr. MMHMManbHasa netanbHas
[03a ana yenoseka — 140 mr/kr [6].

OCHOBHbIMW ~ UCTOYHMKaMW MocTynaeHua d¢eHonos B
OKPY*KaloLLyl0 cpedy ABAAOTCA BblIOPOCHI
npoussoactso  peHondopmanbaernaHbix
NAacTMacc, a TaKKe MeTa/lypruyeckme, KOKCOXMMUYECKUe
3aBogbl M T.4.[3]. OCHOBHbIMM WCTOYHMKAMKU BbIBPOCOB
deHona B KasaxcrtaHe ABAAOTCA NPeanpuATUSA XMMUYECKON U
HedTexMmmnuyeckom npomsbiwneHHocTn. B 2005 r 8 CLLA o6bembl
BblbpocoB ¢peHoa B nousy coctasunmn 6onee 600 ToHH [3].

Ha AaHHbI MOMEHT MMEIOTCA NLWb HEMHOTOYUCNEHHbIE
JaHHble O pe3ynbTaTax onpegeneHns ¢GeHoNoB B NOYBAX.

aBTOTPaHCNOopPTa,
CMO/,  Kiees,

AsTopamu [7] 6bin  obHapykeH ¢GeHON  KOHUEeHTpauumei
0,78 Mr/Kre no4ysax C NPOMbILLIEHHOW 30HbI 000 «JIYKOWSI-
Bonrorpag  HedrenepepaboTka» M NPEAJIONKEHO  MpU
onpepeneHun ¢deHona pasgenatb UX MO ecTecTBEHHOMY W
QHTPONOreHHOMY NpoucxoXaeHuto. KoHueHTpauus deHona B
NnoyBax C NPOMbILUIEHHbIX Y4aCTKOB ICTOHUM [8] He npeBbiwaeT
0,7 mr/kr. ABTopam paboT[9-10] He yaanocb OBHaPYKUTb
deHon B NnouBax, oTobpaHHbIXx B Knutae n UcnaHmn. B KasaxctaHe
MOHUTOPUHT KOHLLEHTPauuin peHona B noysax He NPOBOAUAM.
3T0 MOXeT OblTb 00YCNOBAEHO NOKa/NbHbIM XapaKTepom
3arpsA3HeHMs, a TaKKe BbICOKUMMU CKOPOCTAMM TpaHchopmaumm
M murpaunn deHona [3].

OfHOM U3 MPUYMH OTCYTCTBUA AAHHbBIX MO 3arpA3HEeHUto
noys $eHONOM ABNAETCA AOCTATOYHO CIOXKHAA U LOPOroCcTOALLANA
npobonoarotoBka, HeobxoaMMas ANA ero KO/JMYeCcTBEHHOro
onpegeneHva. 3TO HAKNAAbIBAET CYLECTBEHHbIE OrpaHUYeHun
Ha  KO/MYEeCTBO  aHa/NM3Mpyemblx Npob M ymeHbluaeTt
30 PEKTUBHOCTb MOHUTOPUHTA.

MeToankn onpeaeneHus ¢eHoNoB B NOYBAX BK/OYAIOT
3KCTPaKLMIOAaHANIUTAaOPraHNYeCKMMM PACTBOPUTENAMMN (METUNEH
XN0pWUA, aueToH, FeKcaH, AM3TUNOoBbLIM 3dup, Toayon u Ap.)

B annapate Cokcneta[ll] wAn  BCTpAXMBAHMEM, OYUCTKY,
KOHUEHTPMpPOBaHUe 1 aHanm3 metogom MNX nam MNX-mMc.
B Hactoswee BpemAa AanAa  onpegenexvs  ¢peHonos

pa3paboTaHbl COBPEMEHHblE anbTepHaTUBHbIe, 6osee MpocTble
M Hegdoporve MeToauku [12]. [na  onpeaeneHus  NeTyumx
WU NOAYNETYYMX OpraHWYecKux 3arpAsHuTeneit B obbekTax
OKpY)Katollen cpeapl Hanbosbluel NonynspPHOCTbIO MNOAb3yeTcA
TBEpAOodasHaA MUKPOIKCTPaKLma (TOM3), 4To BbI3BaHO MPOCTOTOM
ee annapaTtypHoro opopmaeHus, rMBKOCTbIO, YHUBEPCAIbHOCTbIO,
3KCMNPECCHOCTbIO, BO3MOXHOCTbIO aBTOMaTU3aLMn 1 NpoBeaeHNs
aHasM3a HernocpeacTBEHHO Ha mecTe oTbopa [13].

© 2015 Al-Farabi Kazakh National University
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6 OnpegeneHune dpeHona B NoYBax C UCMOIb30BaHMEM TBEPAODAZHON MUKPOIKCTPAKLMUMN. ..

B nutepatype onucaH pag metoauk onpeaeneHuns ¢eHonos
B 0ObeKTax OKpyrKatowen cpegbl Ha ocHose TOMI [14-19],
ABE U3 KOTOPbIX NOCBSALLEHbI aHann3y noys [18-19].

B pabote [18] onucaHa MeToAMKA KOAMYECTBEHHOro
onpeaeneHva $GeHONOB B MO4YBax, OCHOBaHHaa Ha TOMI u3
rasoBoii ¢asbl Hag obpasuom. B KauecTBe 3KCTPAKUMOHHOIO
MOKPbITUA  MUCMOAb30BaNM  noauaumetuncunokcad (MAMC).
Ona  poctuxkeHua BbICOKOM  YyBCTBUTE/IbHOCTM
MCMNONb30BaN  AEPUBaATU3ALMUIO  YKCYCHbIM  aHMMApUAOM B
npUCyTCTBMM KapboHaTa KanbuuA. Pa3paboTymKu ycTaHOBUAW,
yto pobasneHne 1mn Bogbl K 0,51 nousbl obecneyusaeT
MaKCUManbHyt0 3GGEKTUBHOCTb 3KCTpaKuMM 06pasyroLmxca
B pe3ynbTate gepuBaTM3auMM  auUeTaToB, a YBeAWYeHue
Temnepatypbl ¢ 25 go 100°C cHukaeT 3ddeKTUBHOCTb
ero  3KCTpakumu. [na  KONUYEeCTBEHHOro  onpegeneHus
pa3paboTuMKM MCNONb30BaAN METOL BHELHero CcTaHgapTa.
BblnO MOKasaHo, 4To Aarke npu fobaBKe BOAbl U BbICOKOM
TemnepaType 3KCTpaKuMM BCe ele Habnopaetca HeboNblIon
abdeKT MaTpuubl, ANA MUHUMU3ALMKU KOTOPOTO XKenaTesabHo
ncnonb3oBatb Metos pobasok. MeTtoamka 6blia  ycnewHo
Ba/MAMPOBaHAa C WMCMOMb30BaHMEM CTaHAApTHOro obpasua
noysbl C M3BECTHOM KOHUeHTpauueli ¢eHonoB. OCHOBHbIM
HeAOCTaTKOM AaHHOW METOAMKM ABAAETCA HeobXogumocTb
AepuBaTM3auuMM  C  MUCNONb3OBaHMEM  TPYAHOAOCTYMHOro
peareHTa, BK/IHOYEHHOTO B NepeyeHb NPeKypcopos.

B pabote [19] npepnoxkeHa 6onee npocTas MeToguKa
onpeneneHns ¢eHona u 3-x1opdeHona B MoyBe Ha OCHOBE
TOM3I. [nAa KOAMYECTBEHHOTO OnpeaeneHua W KOHTPOAA
abdeKkTa MaTpuubl  MUCNONb30BANM  METOZ, BHYTPEHHEero
CTaHZapTa, B KaYecTBe KOTOPOro BbicTynan 2-6bpomdeHon. Ana
MUHUMM3AUMKM 3PdeKTa MaTpuLbl aBTOPbl BHOCUAU WU3BbITOK
BOZAb! M 3KCTPArMpoBanun Hanpsamyto u3 BogHou ¢asbl. OCHOBHbIM
HeLOCTaTKOM [AaHHOW METOAMKM ABAAETCA HeobXxogMmocTb
NPAMOWN 3KCTpaKLMn deHona u3 BOAHO-NMOYBEHHbIX CYCNEH3UN,
B pesy/bTaTe KOTOPOM CYLECTBEHHO CHUMKAETCA BPEeMs XKWU3HU
9KCTPAKLMOHHOIO NOKPbITUA.

KonnyectBeHHOe onpeaeneHne neTyuymx OpPraHUYecKmx
coeanHeHunit (JTIOC) B nouysax C ucnonb3oBaHnem TOMD us
rasoBov ¢asbl C MUHUMAIbHbIMW BPEMEHHbIMU U GUHAHCOBbIMMU
3aTpaTamMy BO3MOXHO C UCMOJIb30BaHMEM MeTOa BHYTPEHHEro
cTaHZapTa M A06aBOK, KOTOpble NO3BONAKT KOHTPO/IMPOBATb
abdeKT MaTpuubl. [NaBHas CNOMKHOCTb [JaHHbIX MeTOAOB
3aKnoyaeTcA B HeoHXOAMMOCTM ypaBHOBELIMBAHMA MOYB
BBeJEHUA CTaHOAPTOB nepes HenocpeacTBEHHbIM
aHanusom [20]. JobaBKka M36bITKa BOAbI MO3BONAET CHU3UTb
abdeKT MaTpuupbl, OAHAKO MOMKET MPUBOAUTL K CHUNKEHUIO
3bDEKTUBHOCTM IKCTPAKUMM MONAPHBIX AHANUTOB, a TaKkKe
K YBE/IMYEHUIO KOHKYPEHLMU Mexay aHaautom u bonee
rMapodobHbBIMKM COeAUHEHUAMM, NPUCYTCTBYIOWMMM B NOYBE,
YTO MOMKET HeraTMBHO CKa3aTbCA Ha TOYHOCTU METOAMKMU.

6onee

nocne

370 0COBEHHO KPUTMYHO MPU aHa/iM3e MOoYB, 3arpA3HEHHbIX
HedTEnpoayKTamu.

Lenbto  paHHOro bbI10  paspaboTatb
MeTOAUKY onpefeneHus ¢deHona B noyse Ha ocHoe TOM?I

ncecnenoBaHuA

13 rasoBow ¢a3b| C uncnonb3oBaHnem metoaa ,D,OGaBOK. Ona

obecrneyeHns MaAKCMMa/NbHOW MNpPOCTOTbl paspabaTbiBaemasn
MeToAMKa [O/KHA BK/AOYATb TO/MbKO BBefeHMe [06aBKK
cTaHpapTa ¢eHona, ypaBHOBelMBaHWE W aHAAN3 METOLO0M
'X-MC.

Pabota BK/toYana cnegyrowime sTansi:

®  yCTaHOB/EHWe TemnepaTypbl 3KCTPAKL MK,
obecneynBatoLLer HanNyyLWYO NOBTOPAEMOCTb Pe3yNbTaToB;

e onTMMM3aUUU napameTpoB  ypaBHOBELIMBAHMA
dbeHona B NoYBax pasIMYHOM NPUPOAbI U BNAXKHOCTH;

®  CKPUHWMHI 06pasLoB NoYB, OTOBPAHHBIX B . AIMaThl;

®  KO/AMYecTBEHHoe onpegeneHue deHona B Hanbonee
3arpA3HEeHHOM Mo pe3yabTaTamM CKPUMHUHMA 0bpasLe noysbl U B
MoZe/IbHOM 06pa3sLie ¢ M3BECTHOM KOHLLEHTpaL el aHanuTa.

2. dKCnepumeHT

2.1 Mamepuasbel u peakmusbl
PeHoN  KpUCTANNMYecKui, uuctota bonee  99,5%
(Nabopdapma, Anmarsl, KazaxctaH). B kauecTBe pacTBoputeneit
B paboTe MUCNoNb30BaAM XpomMaTorpaduyekn YUCTbIi MeTaHON
(AppliChem, Tepmanus).

2.2 MNapamempeoi TX-MC

JKCNepuMeHTbl MPOBOAWMIM Ha ra30BOM XpomaTorpade
C  Macc-CneKkTpomeTpuyecknum  getektopom  6890N/5973N
(Agilent, CLUA), ocHaweHHoM aBTocamnaepom Combi-PAL (CTC
Analytics, LBeiinapus). PasgeneHne ocyLLecTBAAIM HA KOJIOHKe
DB-WAXetr (Agilent, CLLA) 60 M x 0,25 mm (TONLMHE NAEHKM
0,50 MKM) NpK1 NOCTOAHHOM CKOPOCTU renna (uncTota >99,995%,
OpeHbypr-Texras, Poccua) 1 ma/muH. TemnepaTypy TepmocTaTa
KOJIOHKM Bapbuposanun ot 40°C (Bblaep:kka 17 muH) go 100°C
CO CKopocTblo HarpeBa 10°C/MMH C mocneayloWwmm Harpesom
co ckopocTbio 15°C/mMmH go 200°C. Macc-cneKkTpomeTpuyecKkoe
OETEeKTUpPOBaHWe MNPOBOAWAW B peXMMe  perucrpauuu
BblbpaHHbIX MoOHOB (SIM) m/z 94 un 66a.e.m., Bpems
perncTpaumm Kaxgoro moHa coctasnano 100 mc, 3agep:kka
pactsoputena — 15 muH.

2.3 Mapamempeol TOM3S

Uccnepyemble 06pasubl nMomelany B npensapuUTesibHO
KOHAMUMOHMPOBaHHble  (150°C,24)  06XWMHble  BWanbl
obbemom 20MA U TrepMeTMYHO 3aKpbiBasv MPOKAALKAMM
M3 nonutetpadTopsTUneHa/cuankoHa. TOMI  nposoguau
aBTOMAaTUYECKM BOMIOKHamMKM 65 mkm MAMC/OBBE (nonvaume-
TUACUAOKCaH/aneuHunbernson) w85 mrkm  MNAMC/KAP
(noananmeTuncunokcaH/kapbokceH), npoussegeHHbIMU  Su-
pelco (CLUA). Oecopbumio NpoBoAMIM B TedeHWe 2 MUH Mpu
Temnepatype 240°C. Bpema un TemnepaTypy 3IKCTpaKuuu
BapbMpoOBaIN B 3aBUCUMOCTM 3KcnepmmeHTa: 1 n 5 muH; 40, 60
n 80°C.

2.4 Obpa3sybl noyssi

[na sKcnepMMeHTOB MCMO/Mb30BaN: CPESHUIN CYIIMHOK,
oTobpaHHbIi B LeHTpanbHom KasaxctaHe B 2013r, C
KOHLeHTpauuelr opraHuyeckoro BelectBa 0,60%; noyBa c
BbICOKMM cofeprkaHnem rymyca (13,4%), npuobpeTeHHas Ha
pblHKe B T. AAMaTbl. BoaHble BbITAMKM M3 OTOBPaHHbIX MOYB
mmenn pH 8,5 n 12,0, cooTBETCTBEHHO.

BecTHuK KasHY. Cepua xummyeckan. — 2015. — No4(80)
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Ona  CKpuHWHra  nouBbl
pacnosioXKeHHbIX B MATU Pa3NUYHbIX pPaloHaXx
PacnonoxeHne Toyek oTbopa MOKasaHO Ha
KapTe B cucteme Google Maps[21]. OTbop nposogunn B
BManbl obbemom 20 MA C 3aKPYyYMBAKOLMMMCA KpbIWKamMu
(CTC  Analytics, LBeruapua) w©“  nNpoKnagkamu  u3
nonutetpadropaTuaeHa (MTPI) /cunmkoHa.

2.5 [Napamempebl sKcriepumeHmos

2.5.1 BauaHue  memnepamypsl
rnosmopsAemMocms pesysnbmamos

B Bumanbl ob6bemom 20 ma BHocuam 1,00 mn BOAHOrO
pactBopa ¢eHona KoHueHTpaumein 1,13 mr/a wam 1,00 r
YMCTOM NOYBLI (CPEgHUIN CYrMHOK). B MOYBbI MHXKEKTMPOBANU
no 110 mkn BoAHOro pactBopa ¢eHona KoHLUeHTpauuen
1,13 Mr/n v BCTPAXMBAAU BPYYHYIO B TedeHWe 5 MUH. Buanbl
repMeTUYHO 3aKpbiBasM U NOMeLWanu B Tpel aBTocamniepa
Combi-PAL. 3KcTpaKLmMio NPOBOAMAN BONOKHOM 65 mkm NAMC/
[Bb B TeueHne 1 muH npn Temnepatypax 40, 60 n 80°C B Tpex
napannensx.

2.5.2 YpasHosewusaHue ¢eHosa 8 rnoveax pPasznu4yHol
npupodsl U 8aaxHoCMuU

[na aKcnepMmeHTOB Mcnonb3oBanu nousy (pasgen 2.4)
pPa3/IMYHOTO MeXaHWMKO-OPraHWYecKoro cocTaBa WM BAAXKHOCTM
C KOHUeHTpauuin ¢peHona 0,05 n 1 mr/Kkr: cpeaHuit CyrnMHOK
(snaxkHoctb 10%, KoHueHTpauusa deHona 0,05 mr/kr), (40%,
1 mr/kr) n (10%, 1 mr/Kr), noysa C BbICOKOW KOHLIeHTpaumen
rymyca (10%, 1 mr/kr), (25%, 0,05 mr/kr) u (10%, 0,05 mr/Kr).
B BManbl ¢ noyBamu maccoi 1,00 r BHocuam 10 MKA pacTBopa
¢deHona B Boae KoHueHTpauuen 5 nan 100 mr/n B 3aBUCUMOCTH
OT 3KCMEepUMEHTa, Nocsie Yyero obpasLibl BPYYHYHO MHTEHCUBHO
BCTPAXMBANM TeyeHMe 5MMH, nomewann B aruvtaTop
aBTocamnnepa Combi-PAL, HarpeTbit [0 TemnepaTtypbl
80°C, roe 3KCTparMpoBanu MoKpbiTMem 65 mkm NAMC/OBB
B TeyeHue 1 wanm 5 MHUH Npu uccneayemoi TemnepaTtype
YypaBHOBELIMBAHMA. DKCTPAKLMIO MPOBOAW/IM HENOCPEACTBEHHO
nocne BHeCeHMA CTaHAApTa, a TaKXKe yepe3 Kaxgble 90 muH
40 TNONHOW CcTabunmsaumm OTKAMKa GeHona. JKCnepumeHT
NpPoOBOAUAN B TPEX Napannensx.

2.5.3 CKpuHuHe 06pasyos noys 20poda Aamamei

OTobpaHHble B 29 TouKax r. AimaTbl Npobbl NOYBbI Maccol
no 15r, nognexawme aHanusy, CywuanM NpPU KOMHATHOMU
TemnepaType 1M NpoceMBanun Yepes CUTO C pasamepom nop 1 mm
B dapdoposyto cTynKy. [ns aHanM3a HaBECKM NOYB Maccol
1,00 r B3BewwmBanu B BManax obvemom 20 ma. IKCTpaKUMIO
nposoanau npu Temnepatype 80°C BoNOKHOM 65 mKkm MAMC/
[Bb B TeyeHne 10 MuH.

2.5.4 Anpobayus
onpedeneHus peHona

Anpobauuio  MeToAWMKM MNPOBOAMAM HA  MOLE/IbHOM
obpasue nousbl cpegHem CcyruHKe (pasgen 2.4), KOTopblit
rotoBuAn BHeceHvem 50 mn pactBopa ¢eHona B meTaHone
KoHUeHTpauwmeit 2,00 mr/n 8 100 r nousbl. Mocne 3arpasHeHns
KoNby OCTaBnANM Ha 4 OHSA OTKPbLITOM Mog, TATOW AAs NOSHOro

otbupann B 29 TOYKax,
r. Aamarbl.
OHNaMH-

SKCMpaxkyuu Ha

MemoOouKu Kosu4YecmeeHHo20

ncnapeHna metaHona. lNepes aHaAM30OM NOYBY BblAEPXKUBAIN
B TeyeHWe 6 mecALeB A0 MOSHOMO YpaBHOBELWINBaAHUA cbeHona.
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TaKke MeToAuKy anpobupoBann Ha Haubonee 3arpsAsHEHHOM
no pesynbTaTaM CKPpUMHWMHIa 06pasLie Noyssbl.

3. Pe3ynbrathbl U 06CyKAEHME

3.1 BausHue memmnepamypesi IKCMPAKYUU Ha
rnosmopsemocms pe3ya6mamos
MoBTOpsieMOCTb  pe3ynbTaToB  aHaAM3a  OKasblBaeT

CyLLECTBEHHOE B/MAHWE Ha TOYHOCTb ONMpeaAeNeHUA aHa/UToB
mMeTogoM A06aBOK. [N JOCTUNKEHUA MPUEMIEMON TOYHOCTU
npyv  HU3KOM MOBTOPAEMOCTM HeobxoAMMO  yBenunyeHue
KO/IMYecTBa MapaniesibHblX W3MEpPeHWi, 4YTO NpPUBOAMT K
CyLLLeCTBEHHOMY MOBbILEHNIO CTOMMOCTU aHaIn3a.

Hanbonblumve oTHOCUTENbHbIE CTaHAAPTHbIE OTKAOHEHUA
(OCO) nnowagenn nuxkos deHona Habnoganucb  npu
Temnepatype 40°C v coctasnsanmn 11,8 1 6,9% n1s noysbl M BOAbI,
COOTBETCTBEHHO (pucyHOK 1). Haubonee Huskne OCO (2,1%)
6blIM 3aperucTpMpoBaHbl g BoAHbIX obpasuos npu 80°C.
[Ons nouseHHbIx o6pasuyos OCO npu Temnepatypax 60 n 80°C
coctaBnanun 4,9 n 4,6%, cootBeTcTBEHHO. YMeHblweHne OCO npu
YBE/IMYEHUU TemnepaTypbl MOXKHO OOBACHUTb YBEANYEHUEM
30 PEKTUBHOCTM IKCTPAKLMU aHANNUTA U YBEJIMYEHUEM CKOPOCTH
Anddy3nMoHHbIX NpoLeccos.

11,8

30 40 50 60 70 80 90
Temneparypa skctpakuun, C

TOM?3 13 rasosoi pasbl Hag 06pasLomM B TeyeHne 1 MUH
BOJIOKHOM 65 mKkm NAMC/ABB.

PucyHok 1 — BaunsHue TemnepaTypbl TBepaodasHom

MWKPOIKCTPAKLMN Ha OTHOCUTE/IbHbIE CTaHAAPTHbIE

OTK/IOHEHUA OTK/IMKa GeHOoNa NPU aHaNN3e BOAHbIX U
NoYBeHHbIX 06pasLoB

Bonee Bbicokne OCO Ans NMOYBEHHbIX 06Pa3LLOB MOXKHO
06BACHUTL MeHee 3DHEKTUBHBIM YPaBHOBELLIMBAHWEM aHANUTA
B TBEpAbIX MaTpuuax. [locne BBeAeHUA CTaHAAPTHOMO pacTeopa
B nouyBy obpasytotca Hebonblime KoMk, dopma u pasmepbl
KOTOPbIX OTAMYatoTCA OT npobbl K npobe. WHTEHCMBHOE
BCTPAXMBAHWE W  HarpeBaHMe He MNO3BONAIT  cAenaTtb
napannenbHble 06pasubl abCcoONOTHO WAEHTUYHBIMWU, YTO U
NPUBOAMUT K pasnnumam B 3GpPpeKTUBHOCTM aacopbunm aHanuTa
NMOYBOWM M UX IKCTPaKL MM BONOKHOM TOMI. AHanuT, BBEAEHHbIN
B BOAHbIV 0bpasel, abcontoTHO paBHOMEPHO pacnpeaensetcs
no obbemy obpasua 3a cuet Anddysuu.
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Takum 06pa3om, oNTUMasIbHOM TeMNEePaTypPOI SKCTPAKLUN
asnaetca 80°C.

3.2 YpasHosewusaHue eHoNa 8 Mo4Y8ax pPa3AUYHOU
npupoos! U 8AAXHOCMU

Kak mn3BecTHoO,
cTaHAapTa,

aHanuT,
HenocpeacTBEHHO

coaepxKalminca
nocne

B Aobaske
BBeAeHus  byaet
yem aHanUT, ye
copepskawmitca B noyse [20], YTO HeraTMBHO CKaKeTcs Ha
TOYHOCTV onpegesneHusa. ITO BbI3BaHO TeM, YTO MaKCMMallb-
Han 3dpdeKTMBHOCTb aacopbuumn BelecTB LOCTUraeTca npu
WX PaBHOMEPHOM pacnpegesieHMn no Bcemy ob6bemy MouBbl.
MosTomMy Ana LOCTUMKEHWMA BbICOKOM TOYHOCTM onpeaeseHus
deHona  metogom  pobaBok  TpebyeTca  TuwaTenbHoe
ypaBHOBELUMBAHME NOYB NOC/e BBEAEHMWS CTaHA4APTOB.

6onee 3dGEKTMBHO 3IKCTPArMpoBaThbesA,

Pa3ninuHble nousbl 06134at0T Pa3IMUYHBIM XMMUYECKUM
COCTaBOM M CPOACTBOM K ¢eHo/Mly. DTO MOMKEeT OKasblBaTb
BAVWSHME Ha CKOPOCTb YpPaBHOBELUMBAHWA BBOAMMOrO nepes
aHanM3om  cTaHgapra [22]. CKopocTb  ypaBHOBELUMBAHMA
BO3MOMKHO YBEAWYUTb YBE/SIMYEHMEM BAAXKHOCTM MOYBbI M
TemnepaTypbl ypaBHOBewMBaHMA. OAHAKO BAAKHble MOYBbI
MOryT 06pa3oBbIBaTb KOMKM, HaNMuYMe KOTOPbIX CYLLECTBEHHO
3amegnneT  ypaBHOBELUMBaAHWME cTaHgapTa.
Llenblo  faHHOrO  3KcmepuMmeHTa yCTaHOBNEHUE
CKOPOCTM ypaBHOBewwWBaHMA ¢GeHoNa B MOYBaX PasAvYHOM
npupoabl W BAAXKHOCTM MNOCAe BBeAEHMA cTaHgapTa. [ns
ypaBHoBeluMBaHuA 6bina BbibpaHa TemnepaTypa 80°C, KoTopan
COOTBETCTBYET ONTMMa/IbHOM TEMMNEPaType SKCTPAKL UM,

CornacHo Nosly4YeHHbIM pesynbTaTam (PUCYHOK 2), OTKAUK
deHona B CYrMHUCTON MOYBE CHUMKAETCA B nepsble 5 4 nocne
BHECEHMA CTaHZapTa, NOC/e Yero BapbupyeTcs B npeaenax no-
rpewHoCcTU. B noyse ¢ BbICOKMM COAEpPKaHWEM TyMyca OTKAMK
deHona cHuKaetca B nepsble 6-10 y, Nocne Yero cTabunnsnpy-
etca. bonee pgavTenbHoe ypaBHOBelWBaHWe ¢deHona B nouyse
C BbICOKMM COAEPMKAHMEM OPraHMYECKOro BeLllecTBa MOMKHO
06BACHNUTL ero 6onee BbICOKMM CPOACTBOM K AaHHOM maTpuLe.

BBOAMMOTO
6bi10

B/IaXKHOCTb He OKa3blBasia CYLLECTBEHHOTO BAMAHMUA Ha CKOPOCTb
ypaBHOBelUMBaHUA f06aBKkM deHona. Takum obpasom, Bpems
ypaBHOBeLUMBaHNUA Nocae BBeAeHWA f06aBKKu deHona B aHanu-
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3nMpyemble 06pasLbl AOMKHO COCTaBAATL HE MeHee 6 4. Peko-
MeHAyemoe BpemMs ypaBHOBelnBaHuMA cocTtasnseT 10 u.

3.3 CKpuHuHz 06pa3yos no4ys, 0oMobPAHHbLIX 8 PA3AUYHbIX
palioHax 2opoda Aamamei

Kak wu3BecTHo, ¢deHon sABNseTcA OAHMM M3 OCHOBHbIX
3arpsasHuTenein Bosgyxa ropoga Anmatbl [23]. OgHako, Ha
CEroAHAWHNIA AeHb OTCYTCTBYIOT AaHHbIe O ero KOHLEHTpaumax
B ropoAckux noysax. Llenblo pgaHHoro 3atana pabotbl 6Hbin0
YCTaHOBUTb Hanuume ¢eHona B Mo4yBax ropoga Aamatbl C
MUCNONb30BaHWEM ONTUMMU3UPOBAHHON METOAMKM Ha OCHOBE
TOM3I-IX-MC.

Bo Bcex oTO6paHHbIX B ropoge Anmatbl B utone 2015 r
noyseHHbIX obpasuax (paszen 2.4) naeHTMPUUUPOBAH deHon
(pucyHoOK 3). OfHAKO HeobxoAMMO y4WTbIBATb TOT GaKT, yTo
deHon copepknTca B aTMochepHOM BO3AyXe, KOTOPbIN TaKKe
NPUCYTCTBYET B BMase B rasoBoi ¢ase Haj aHaAM3MpyembiM
obpasuom noysbl. B 18 13 29 uccnenosaHHbIX 06pasLLOB OTKANK
¢deHona 6bin Bbile, YemM NPW aHaNM3e BMasbl C BO3LYXOM
13 nabopatopum (pucyHoKk 3). OcTanbHble 06pasubl MOMKHO
CYUMTaTb He3arpA3HEeHHbIMKM MO0 CcofeprKallMmun cnenosble
KOHUeHTpaLuumn deHona.

Hanbonbwuin OTKAMK deHona 6bin  3aperncTpupoBaH
B 06pa3uax, nepeceyeHMn MpocnekTa
Palibimbeka u ynuubl CelidynnnHa, a TakKe B MUKpoparioHe

OTOBpPaHHbIX Ha

Mamblip-3. O6paseL, NoyBbl C MUKpopailioHa Mambip-3 6bin
oTobpaH gns anpobaumm C UCMNoNb30BaHMEM pa3paboTaHHOWM
METOAMKMN KONMYECTBEHHOTO onpeaeneHns ¢eHona Ha ocHoBe
TOM3I-TX-MC 1 meToga A06aBOK.

3.4 KonuyecmeeHHoe onpedesieHue ¢eHona 8 Haubosee
302pA3HEHHbIX PeasnbHbIX 06pa3yax u 8 MooesbHbIX npobax ¢
uzsecmHoli KoHyeHmpayuel

XpomaTtorpammbl, KONIMYECTBEHHOM
onpegeneHun ¢peHona ¢ UCNoNb30BAHMEM ONTUMMU3MPOBAHHOWM

nonyyeHHble nNpu

MeTOAMKM, 06ecneynBatoT BbICOKY0 3GGEKTUBHOCTb OTAENEHUA
NMKa ¢eHona oT MaTpuUubl M CUMMETPUYHY GopmMy NMKa
aHanuTa WupmrHoi <0,25 muH. Mpesen 06HaPYKEHUA METOLMKN
3aBUCUT OT 3P DEKTUBHOCTM YAEPKMBAHUA aHANNTA B MaTpuULLE U
cocTaBnseT He 6onee 10 MKr/Kr.
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Bpems, 4

Bpems akcTpakumm 1 muH ana C = 1 mr/kr u 5 muH gasa C = 0,05 mr/Kr, BosokHO 65 Mkm NAMC/BB, A — cpegHuii CYrIMHOK:
(1) = 10%, 0,05 mr/kr; (2) — 40%, 1 mr/Kkr v (3) — 10%, 1 mr/Kr. B — nouyBa ¢ BbICOKOW KOHLeHTpaumel rymyca: (1) — 10%, 1 mr/kr; (2) —

25%, 0,05 mr/kr n (3) — 10%, 0,05 mr/Kr.

PUCYHOK 2 — 3aBUCMMOCTb M0LLAAM NMMKa GeHOMa OT BPEMEHU BblAEPKMBaHMA 06Ppa3LLIOB NOYB PA3IMYHOMN BAAXKHOCTM (%) 1
KOHL,EHTpaumm aHanuta (Mr/Kr) B arutatope nocne BBeAeHuUA ctaHgapTa npm 80°C
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PucyHok 3 — lNnowaau nuka peHona no pesynsratam CKpUHWHIA GpeHona B peanbHbix 06pasLax

deHon
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PucyHok 4 — Xpomatorpamma o6pasLa noysbl, 0T06paHHOro B r. AimaTtbl (MMKpopalioH Mamblip-3), 6e3 fo6aBKu cTaHAAPTa, B
peXKnme MOHUTOPUHTA BbIBPAHHbIX MOHOB Mo M/z 94
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Bpems ypaBHoBelmnBaHuA 5 4, TemnepaTtypa 80°C; Bpems 3KCTPaKLuMmn 1 MMH; BONOKHO 65 mKkm MAMC/ABB.

PUCYHOK 5 — 3aBMCMMOCTb NaoLaaei Nnnkos GeHona OT KOHLEHTpaLmmM ero 4o6aBKku B mogensHyto (A) u peasnbHyto (B) nousy

MonyyeHHble KanMBPOBOYHbIE 3aBUMCUMMOCTU M/OLLAAM
nMKka ¢eHona OT KOHUeHTpauuu ero fobaBku obnagatot
YAOBNETBOPUTENbHON  NMHEWHOCTbIO  (PUCYHOK 5).  [na
MNCKYCCTBEHHO nouyssbl KoadpdULmeHT
annpokcumaumm coctasun 0,97, a pacyeTHas KOHUEHTpaums —

3arpasHeHHom

0,44 mr/kr, uto coctasnser 44% OT WCXOLHOM KOHLEHTpauum
deHona B 0bpasLe. 3aHMKEHHbIe pe3ynbTaTbl MOXKHO 06 BACHUTb
notepamm ¢eHona 3a CYeT ero MCnapeHus npu ynapueaHuu
MeTaHoMa U XMMUYecKon aerpagaumn. KoHueHTpauus dpeHona
B peanbHom o6pasue nouyBbl coctasuna 0,059 mr/kr npu
KoadduumeHTe annpokcumaumm 0,99.

HepoctaTouHO BbICOKME KO3IGPULMEHTbI anmnpoKcMmaLmm
MOXHO 0OBACHUTL 06pa3oBaHMEM KOMKOB  Pas/IMYHOro
pasmepa B obpasuax Mo4YBbl C PaA3MYHON KOHLEeHTpauueln
£06aBKU. ITO NPMBOAMT K pasivumMam mexay obpasuamwu
M KOHCTaHTaMu pacnpegeneHns ¢eHona Mmexay TeepabiMu
obpasuamu M rasosol ¢asoi Hag HUmMK. [na obecneyeHus
npuemnemor TO4HOCTU TpebyeTcsa He MeHee YeTbipex 06pasLLoB
C pasnuyHou CYLLLECTBEHHbIM
HefoCTaTKOM MeToga A06aBOK nepes MEeTo4oM M30TOMHOMoO

pobaskon. ITo  ABNseTcA

pa3baBieHusa, KOTOpbli MO3BO/MAET obecneynTb BbICOKME
NPEUM3NOHHOCTb M TOYHOCTb  aHaim3a.  OCHOBHbIM
npeMmyLLecTBoOM meToda f[06aBOK  ABNAETCA  OTCYTCTBUE

HeobXxo4MMOCTM MPUOBPETEHUA [LOPOroCTOALLEr0 M30TOMHO-
Me4YeHoro cTaHgapTa.

4. 3akntoueHue

Takum obpasom, paspaboTaHa MeTo4MKa
KO/IMYECTBEHHOrO onpegeneHus ¢peHona B MoYyBax Ha OCHOBE

TBEPAO0DA3HOM MMUKPOIKCTPAKLMM U ra3oBOW XpomaTtorpadum

CrUCOK NuTepaTtypbl

— Macc-CNeKkTpomeTpum U meToda fobaBoK. Haubonblwne
OTHOCUTE/IbHble CTaHAAPTHble OTK/JOHEHUA [/ PacTBOPOB
deHona B BoAe Hab/O[ANUCL NpU TemnepaType 3KCTPaKLum
40°C wn coctagnanm 11,8% pna nousbl M 6,9% p[na Boabl.
Haunbonee Huskme OCO (2,1%) pocturatotca npu 80°C. CKopocTb
ypaBHOBeLWMBaHNA [06aBKM cTaHAapTa ¢eHona 3aBUCUT OT
npupoapl WM BAAXKHOCTM Mo4YBbl. Bpema ypaBHOBeLIMBaHUA
nocne BeeaeHua p[obaBkM peHona B aHaAM3Mpyemble
06pasLbl AOMKHO COCTAaBAATL HE MeHee 6 4 npu TemnepaType
80°C. PekomeHayemoe BpemAa ypaBHoBewwuBaHua — 10 u.
Mo pes3ynbTaTaM CKPUHUHIOBbLIX WcCneaoBaHU deHon 6bin
naeHTMduumnpoBaH B 18 13 29 npob, oTobpaHHbIX B Pa3INYHbIX
palioHax r.Anmatbl. MeToauKa 6bina ycnewHo anpobuposaHa
Ha WMCKYCCTBEHHO 3arpAa3HeHHOM M peasibHOM 0b6pasLax Mous.
KoadpdpuumeHtsl
OTKNMKa ¢GeHoNa OT KOHUEHTpauuu ero A06aBKWM COCTaBUAM

annpoKkcMmaumnu JNIMHEWHbIX 3aBUCUMOCTEMN

bonee 0,97. Mo pesynbTatam anpobauum KOHUEHTpaLMK
deHona B MoAebHOM M peasnibHOM 06pasiLiax NoYBbl COCTABUAN
0,44 v 0,059 mr/kr. JanbHeiwee ynydylieHne paspaboTaHHOM
METOAMKM MOMKEeT 3aK/IYaTbCA B CHUMKEHWW CTaHAAPTHbIX
OTKNOHEHUI MeXay napaniefibHbIMU U3MEPEHUAMM, YTO
NO3BO/INT YMEHbLUNTb KOAMYecTBO 06pasuoB ¢ AobaBkamu u

obuwue 3aTpaTbl Ha aHaAN3 O4HOM NPO6bI.
bnaropapHocTn

Pabota BbiNONHEHa B pamMKax npoekTa MuHWUcTepcTBa
obpas3oBaHMA U Hayku Pecnybauku KasaxctaH 3661/Td4
«Pa3paboTka 1 BHeppeHMe «3efleHblX» MeTOAUK onpeaeneHus
OpPraHMYeCcKMX TOKCUKAHTOB B MOYBAXY.
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