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MUKPOIKCTpaKUumen

Boisikos C.M., Uepnosen A.H.

Hayuyno-npouszsodcmeennoe Obujecmso c 00noaHumenbHol omeemcmeeHHocmoio «Jlokany, Mumnck,
Pecnybnuxa benapyco

IToctynuna B pegaxmuio 27.04.2010 r.

AHHOTauuA

[Ipennoxena Meronuka Al KOJHMYECTBEHHOTO ONPENENCHHs COlepKaHus (PEHOIOB: I'BasKOI
(o-meTokcudenon), M-kpe3on (M-metwidenon), 2.4-kcwieHon (2,4-muMeTHI(eHo), m-TuMon (2-
H30TPOIII-S-MeTHI(PEeHOIN), (peHoT (OKCHOEH301T) B Ta30BBIX BEIOPOCAX MPOMBIIIICHHBIX TPEATIPHSTHH.

V3mepeHne OCHOBaHO Ha KOJIMYECTBEHHOM OINpPENECNICHHH AaHAIUTOB B BO3AYIIHOH MaTpHIE
METOJIOM Ta30BOM Xpomarorpa(uu ¢ IperBapUTEIbHBIM KOHIEHTPHPOBaHUEM MPOOBI. ['a30-Bo3aymIHbIC
BBIOPOCHI MTPOITYCKAIOTCSI Yepe3 BOAHBIN ILEIIOYHOM MOIIOTUTENb, ONpeesieMble (DEHOIIbI U3BIEKAIOTCS
W3 TOAKUCICHHOTO pacTBOpa  MeEToIoM TBepaodasHoi Mukpodkctpakiuu (SPME) ¢ mpsMbeim
MOTPY>KEHHEeM. AHaNW3 IPOBOJAUTCA HAa MAKpPOKANMWUIAPHOM KOJIOHKE C HEMONSIPHON HEeNOJBIKHOM
(hazsoii.

Meronuka oOecriedMBaeT H3MEpEHHE COAEP)KAHWS AHAIM3UPYEMBIX KOMIIOHEHTOB B
NPOMBIIUICHHBIX ~BBIOpOCax C paclIMpeHHOH HeompeneneHHOCThI0 okoio 20% B OuamasoHe
koHneHTpaui ot 0,1 mr/m3 1o 100 mr/m3 npu  oTbope mpoOs Bo3mayxa o0bemoM ot 1 am3  mo 30 am3.
Mertouka npuroiHa JJ1s onpeeseHns peHoI0B B MUTHEBBIX M TOBEPXHOCTHBIX BOAX.

KioueBble cioBa: razoBas xpomarorpadus, KamwuLIpHas KOJIOHKA, IPOMBIIUICHHBIE
BEIOPOCHI, BO3IYX, TPagyHpOBKa, TBEpAO(]a3HasT MIUKPOIKCTPAKIHSA, (PEHOIEI.

A quantitative gas chromatographic method is proposed for the determination of phenolics
vapours in gas emissions from industry (guaiacol, m-cresol, 2,4-dimethylphenol, p-thymol, phenol).

The method is based on the gas absorption by alkaline solution with successive extraction of
determinate compounds by solid phase microextraction (SPME) with direct immersion. The analysis is
performed on open tubular macro column with unpolar stationary phase.

The target phenols were quantified in range from 0.1 mg/m3 to 100 mg/m3 with a satisfactory
relative standard deviation for all the analytes (RSD = 20%).

The method is suitable for determination of the analytes in drinking and surface waters.

Keywords: gas chromatography, capillary column, gas emissions, air, calibration, phenols,
microextraction

BBepeHue

®eHOJIbI — TOKCUYHBIEC BEIIECTBA C MOTCHIMAIbHBIM KAHIIEPOT€HHBIM JEHCTBUEM -
colepikarcs B Ta30BbIX BBIOpOCAX TMPOMBINUICHHBIX NPEIIPUATUNA TPOU3BOJCTBA
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KpacuTesnel, TOJMMEPHBIX MaTepuagoB, mNap@roMepHbIX U (hapMalEeBTHUECKUX
IIPEnapaToB, JaKOB U Kpacok [1-2].

[Ipo6GseMbl  AKOJOTHYECKOTO MOHHMTOPHHTA OOYCIIaBIMBAIOT HEOOXOIUMOCTH
pa3paboTKK HaIeKHOTO METoJa ompezeseHus ()EHOJOB B Ta30BBIX BbIOpocax. Pemienue
3aJjaud  BKJIIOYAET  IPEJBApPUTEIIBHOE  KOHIEHTPUPOBAaHUS  (PEHOJIOB,  IMOCKOJBKY
IIPUCYTCTBUE B OKPYXAIOLIEH Cpelle Ha yPOBHE CIEA0B AEIAET HEBO3ZMOXKHBIM MX MPAMOE
onpexaeneHue [2].

W3Becten crnoco® ompeneneHusi mapoB (EHOJIOB M3 Ta30BbIX BHIOPOCOB ITyTeM
KOHIIEHTPUPOBAHM UX B ILEJIOYHOM PAacTBOpE C 00pa30BaHUEM HeNleTyuux (peHossToB [3-
6]. nst Toro 4roObl 006ecneunTh BO3MOKHOCTh BBOJIa CKOHLIEHTPUPOBAHHOI'O BEILIECTBA B
UCTIApUTEh Ta30BOr0 XpoMaTtorpada HEOOXOoauMa IpPOBECTH OOpaTHOE MpeBpalleHHe
(EHONATOB B JIETy4YHe COCIUHEHUS U OCYLIECTBUTh UX SKCTPAKIIMIO U3 BOJHOTO PacTBOPA.
Jnis peanu3anuy 3TOW CTaauu OOBIYHO MPHUMEHSIOT TOJKUCIICHHE COJISTHOM KUCIOTOH 110
pH 2 u ganbHeNIIy0 SKCTPAKLUIO AUITHIOBBIM 3(DUPOM.

Llenvlo pabOTHI SBISIETCS 3aMEHA CTAaIUH AKCTPAKIUHM KHUJIKUM OPTraHHYECKUM
pacTBOpUTENIEM Ha CTaIUI0 TBEPAO(Da3HOW MUKPOIKCTPAKIIUH.

Teepnodasznas wmukposkcrpakiust (SPME) mpencraBnser  coboit  coco®
KOHILIEHTPUPOBaHUs MPOOBI, COBMELIEHHBIH € ra3oBbIM XpoMaTorpagom. ITOT crocod
npezronaraeT copOIMI0 aHaIWTa Ha CJIOW COpOEHTa, HAaHECEHHOTO0 Ha IOBEPXHOCTH
TOHKOI'O KBaplEBOI'O BOJOKHA ¢ MOCJEAyIoLIel necopOuueil B ucrnapurene xpomarorpada
[7]. Takoil MOAXOJ TO3BOJSET AOCTUYH BBHICOKON YYBCTBUTEIHHOCTH M OTKAa3aThCA OT
NPUMEHEHHUs] OPraHUYECKUX PacTBOPUTEIIEH.

OKCNnepumMeHT

Anmnapartypa u MaTepHaJbl

l'azoBenii  xpomarorpad «Xpomoc I'X-1000», cHaOXEHHBII WOHH3ALMOHHO-
IUTAMEHHBIM JIETEKTOPOM (TIOPOT YyBCTBUTEIBHOCTH TTO npomnany 2-10-12 r/c).

Xpomarorpadudeckass KOJOHKAa: MaTepual — CTEKIO0 + KBapll; JIuHA 55 M;
BHyTpeHHUN auametp 0,63 MM; HemoaBWXkHas ¢aza - MOJTHIUMETHICUIOKCAH, TOJIIIIHMHA
wienku 0,5 MM, 3¢ dexruBHOCTH KOToHKK 73000 TT. o Tomyomry, (HIT OO "Jlroxam").

YerpoiicTBo it TBepA0ha3HOH MUKPOIKCTPAKIIUH, CHAOKEHHOE YKCTPAKIIMOHHON
HHUTBIO, IOKPBITOM CII0OEM Mosiakpuiara ToamuHoi 85 Mkm (“Supelco”).

I'pagyvpoBaHHble  CTEKJISHHBIE  COCYIbl  (BHaJIbl) A NPUTOTOBIICHUS
TPaAyUpOBOYHBIX BOAHBIX Npo0 U TPOBENEHHS TBEPAOPa3HOH MHKPOIKCTPAKIHH
BMECTHMOCTBIO 2 CM°, CHAOKCHHBIC 3aBHHUYMBAIONMMICS MPOOKAMH M SIaCTHYHBIME
npoknaakamu ("Supelco™).

[lornoturenbHble  yCTpOlCTBA € MOPUCTBIM  CTEKISIHHBIM  (PUIBTPOM
(morioTuTeabHBIE IPHOOPHI 3aiileBa).

Muxkpommpursr: 10, 100 Mm’, morperrsocts nosuposanust 1% ("HAMILTON").

I'panyupoBka xpomartorpadga

Kaxk mokazanu npeasaputenbHbIe UCCIE0BaHUS, KO PHUITMEHT MpOocKoKa GEeHOJIOB
[P TIOTJIONIEHUH U3 Ta30BOM (hazbl B IEIOYHON PACTBOP BeCbMa OJIU30K K HYIIIO, TOITOMY
rpagyupoBKa Xxpomarorpada mpoBOAUIACH 110 )KUJIKUM BOIHBIM PACTBOPAM.

Jlisi BOCHPOM3BEACHUS €IUHMI] KOHLIEHTPAI[MHM OIpPENeIIeMbIX KOMIIOHEHTOB
TOTOBWJIM PACTBOPbl KOMIIOHEHTOB METOJOM CMEIIMBAHMSI YHCTBIX BEIIECTB C
HOCJEAYIOIUM  TPEXKPATHBIM  pa30aBICHUEM. Jlnst  BOCIIPOM3BEACHUS  YCIOBUH
MUKPOIKCTPAKLIMU Ha CTaJUU TPAJAYUPOBKH BTOpOE U TpeThe pa3z0aBieHHE MPOBOAUIU
0,05 M pacTBOpOM COJISIHON KUCTOTBHI.
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- CranmaptHbiii pacTBop 1. B xanmuOpoBaHHYIO BHAly BMECTUMOCTHIO 1,5 CM° BHOCHIIH
9 - 11 Mr kaxxaoro KOMIIOHEHTa, 3aTeéM O0BEM pacTBOpa B BHAJE JOBOIWIH O METKH
3TaHOJIOM.

- Cranpaptaeii pactBop 2. Ilociie TmiaTeNbHOro MepeMENIUBaHUS, ONpPEaETIECHHBII
00BEM CTaHAAPTHOTO pacTBOpa | ¢ MOMOIBI0O MUKPOILIIPHIIA BHOCUIIU B KaTMOPOBAaHHYIO
BHAJTy BMECTHMOCTBIO 1.5 cM°, 3aTeM 00BeM pacTBOpa B BHane JOBOMWIH 10 Metku 0,05
M pacTBOpOM COJISTHOM KUCIIOTHI.

- I'pangynpoBounsle  pactBopel  1-5. Ilocie  TmmaTrenbHOro  MepeMEIIMBAHMUA,
orpezieNieHHbIH 00beM CTaHJApTHOTO PAcTBOpa 2 € MOMOIIBI0O MUKPOIINPHUIIA BHOCHIN B
KaTHOpOBaHHYIO BHATy BMECTUMOCTHIO 1,5 CM°, 3aTeM 00BeM pacTBOpa B BUAJIe IOBOAMIN
no metku 0,05 M pacTBOpOM COJISTHOW KHCIIOTBHI.

['pamynpoBOUYHYIO0 XapaKTEPUCTUKY, BBIPAXKAIOUIYI0  3aBUCHUMOCTH ILIOIIAJEH
XpoMmaTorpapuueckux MHKOB OINpPENeIsieMbIX KOMIIOHEHTOB OT MX KOHIEHTpalui B
rpaayrpoOBOYHON TPOOE YCTAaHABIMBAIYU IO 5 pacTBOpPaM Pa3TUYHON KOHIICHTPAIIHH.

Kaxnyro rpagynpoBouHy0 TpoOy XpoMarorpadupoBaiu 5 pa3, HAYMHAS ¢ cCaMOn
HU3KOM KOHLIEHTpPALUU ONPEAEIAeMbIX KOMIIOHEHTOB. Y CJIOBUS POBEACHUS IPaLyUPOBKU
npuBeJeHBI B Ta0uIe 1.

Ot6op mpoOBl M3 KaNMOPOBAHHOW BHAJbl MPOM3BOAMIN IyTEM MPOKAIILIBAHUS
PE3MHOBOM TMPOKIAIKU WIJION YyCTpoWcTBa [uisl TBEPAO(A3HOW MHUKPOIKCTPAKIINH,
BBE/ICHMS KBapl€BOI HUTU B PAacTBOP U BBIAECPKUBAHUS HUTU B pacTBope B TeueHue 30
MUHYT. 3aT€M HUTb NEPEHOCWIN B COCYJl C TUCTHIIIMPOBAHHOW BOJOM U BBIIECPKUBAIOT B
BOJIE B TEUEHUE HECKOJbKUX CeKyH. [locime 3Toro KkBapueByr0 HUTh BIBUTAJIU B ULy, U
BBOJWIM TIPOOY B HCIAPUTENh Ta30Boro xpomartorpada. JlnmurensHOCTh Tmpoliecca
necopOuuu B ucnapurese xpomarorpada - 3 MUHYTHI.

Tabnuua 1. 'azoxpomarorpaduueckie ycloBHsl IPOBEACHUS TPalyHpPOBKH U aHATIN3a

[Tokazarenn 3HaueHue
Temnepatypa TepMocTara KojoHkH, °C:

HavanpHblil H30TepMHUECKUN y4acTOK, TeMieparypa , °C 120

HavanpHblil H30TepMUUYECKUN YUACTOK, MPOIOJKUTEILHOCTh, MUH 2

CxopocTh oibeMa TeMrepatypsl, °C/MuH 5
KoHeuHbIl 30TepMUUECKHH y4acToK, TeMmneparypa , °C 170
KoHeuHbIf H30TepMUYECKHI YIaCTOK, NPOAOIKUTEIHHOCTh, MHH 15
Temnepatypa ucnapurens, °C 280
Temneparypa nerekropa, °C 250

CyMMapHblIii pacxojl ra3a-HOCHTENIs, CM /MUH 35
KoadduimeHT neixenus moToka Ha BX0JIe B KOJIOHKY 1/5

Pacxo/1 ra30B [T HOHU3AIHOHHO-IIAMEHHOTO IeTEKTOPa, CM /MHH:
BOJIOPOJI 20
BO3YyX 200
Ot106op mpod

Crioco6 o1Gopa mpo6 — ACIUPALMOHHBINA, CKOpPOCTh acmupamud 1,0 1v°/MuH,
MPOJIOJKUTENBLHOCTD acniupanuu — ot 1 10 30 MUHYT (B 3aBUCHUMOCTHU OT IIPEANoIaraeMou
KOHIICHTpAIuu ()EHOJIOB).

Ot6op mpod TPOU3BOAWIM OSIEKTPOACTUPATOPOM B JIBa TOCIEIOBATEIBHO
COEIMHEHHBIX IMOTJIOTUTENS. B KauecTBe MOTTIOTUTENBHON JKUJIKOCTH MCHOab30Bad 1 M
pactBop ruapokcuna Hatpus. O0muit 06beM nornoTuTenbHOM xuakoctu — 10 mit. [locne
oTOopa MpoO MOTIOTUTETH TEPMETU3UPOBAIIH.
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PacTtBOpbl M3 MOTJIOTUTENBHBIX NPUOOPOB TMEPEHOCHUIM B TIPAAyHPOBAHHYIO
NPOOHUPKY C MPUTEPTON MPOOKOW BMECTHMOCTBIO 25 cM® u mogkuems 1 M cosHOl
kucioTo 10 pH 2 mpu oxnaxaeHuu. OUKCUPOBAIM 00BEM MOJKHUCICHHOTO pacTBOpa H
MEPEHOCWIH aIMKBOTY 00BeMoM 1,5 cM’ B KaTuOpOBaHHYIO BUATY C 3aBHHYUBAIOIICICS
MPOOKOW M ITACTHYHON TTPOKIIAIKOM.

Pe3ynbTathl U ux o6cyxaeHue

W3Bneuenne  ¢eHoNOB M3 BOAHBIX  MAaTPUIl  MPEACTABIAET  CIOKHYIO
HKCTPAKIIMOHHYIO MPOOIeMy, MOCKOIBbKY MPEANOoJIaraeT SKCTPAKIMIO MOISPHBIX aHAIUTOB
W3 TOJSIPHON MaTpuilbl. J[JIs yCHENIHOTO OCYIIECTBJICHUS 3TOM MPOLEAYPbl SKCTPOTCHT
TOXKE JOJDKEH ObITh MoNspHbIM. [Ipu peanmuzanuu 3TON 3aayu METOAOM >KHIKOCTHON
OKCTPAKIUH MTPUXOJUTCS MCIIOIB30BaTh TUATHUIIOBBINA 3(pHp. DTOT pacTBOPUTEIH SBISETCS
HECTaOWJILHBIM COEIMHEHUEM, €ro MEPEeroHKa M OYHUCTKA COMpSKEHa C OMacHOCTHIO
B3pbIBa. B 1aHHOM citydae MeTox TBepo(a3sHON MUKPOIKCTPAKIIMH MTO3BOJISET OTKA3aThCS
OT TMPUMEHEHHUS OPraHUYECKHX PACTBOPHUTENCH M KaK HeNb3sl Jydlle MOIXOIUT IS
pELICHNS YKa3aHHOW 3a7auH.

Hamu OblTH WCOBITaHBI TPU THUIA BOJOKOH: BOJOKHO C TOJHATUIICHTIUKOJIEM,
JTUBUHUIOEH30JI0M U MOJIHAKPUIIATOM.

BoJOKHO ¢ TONMATHICHTIIMKOJEM OKa3aloCh HECTAaOWUIBHBIM TMPH IPSIMOM
HOTPYEHUHU B KUCJBIA pacTBOp. BOIOKHO ¢ NMBUHUIOEH30J0M HE MO3BOJIMIIO JOCTUYb
HEOOXOJUMOW YyBCTBUTENLHOCTH. Y BOJOKHA C TOJHAKPUIATOM KO3()PHUIIHMEHTHI
pacrpeneneHusi OKa3auch HamOoJiee BHICOKMMH W OHO HamOojee CTaOWIbHO B KHCION
cpelne, HO, TEM HE MEHee, Ha CTa/IuM BBOJIAa BOJIOKHA B MCIIAPUTENb MPOBOIUIH MPOLEAYPY
IPOMBIBKM BOJIOKHA B JUCTWUIMpOBaHHOW Bojae (pH 7), B MpOTUBHOM cilydyae BOJIOKHO
pa3pyuIaioch 4epe3 HeCKOIbKO BBOJIOB, B TO BpeMs, KaK IPU YKa3aHHOM PEKHUME BOJOKHO
BBIJICPYKUBACT CBBIIIEC CTa UKIOB TEPMOJECOPOIHH.

Oco0eHHOCThI0O MeTOoJa TBepAO(Da3HOW MHUKPOIKCTPAKIIMM SIBISETCS BIUSHUE Ha
YyBCTBUTEIHHOCTh KOX(PPHUIMEHTOB pacHpeAeieHUS aHAJUTOB MEXIy MOJUMEPOM H
BOJIHOM MaTpuIieil. DTo sSBJICHHE MPUBOJUT K TOMY, YTO pa3HbIe aHAJTUTHI IPU OJHOM U TOI
K€ KOHIICHTPAIIMH JAIOT Ha XpOMaTorpaMMe IMUKH ¢ pa3Hoi tiomaapo (Tadmuma 2).

Kak BugHO M3 mpuBeneHHOW TaOnHIbBI 2, HA CTagUuU TPAAyHUPOBKU CTaHAApTHOE
OTKJIOHEHWE He TpeBbmano 9%, a KodpPHUIHMEHT KOppensuun He omyckaics Hike 0,98
U1 JIMHEMHOM 3aBUCMMOCTH THUIIA  y=ax [0 KaXKJIOMYy KOMIIOHEHTY. JIuHelHas
3aBUCHUMOCTh YKa3aHHOIO THIA COXPaHsUIOCh BO BCEM JMANa30HE KOHLEHTpaLuil
IpagyupOBOYHBIX PACTBOPOB.

[Ipu onpeneneHUH KOJIMYECTBEHHOTO COJACPKaHUs (PEHOIOB B BOAHBIX PacTBOpax
UCTIONB30BAIM METO/ a0COMIOTHOW KamuOpoBKU. KOHIIEHTpaluio yKa3aHHBIX BELIECTB B
Bosayxe (C, mr/m’) ompexemsum o popmyse (1). IS 3TOro HCIONB30BAINA CPELHEE
apudmeTrnyeckoe IUIONIAAed THKOB, TMOMYYEHHBIX TMpH 00paboTke He MeHee 2
XpOMaTOrPaMM.

C,=1000 x C4 x Vi / Vj (1)
rme C, - KOHICHTPAIMsA MApOB KOMIIOHEHTA B  BO3AYIIHOH mpode, Mr/m’; C,
KOHIICHTPAIMS KOMIIOHCHTA B MOMIOTHTEIBHON KUIKOCTH TOCTE TOAKUCICHHS, MI/CM’,
COOTBETCTBYIOIIAass KOHIIEHTPALMM KOMIIOHEHTa B TpaayupoBo4yHoM pactBope Ci, Vi -
00bEM MOMIOTHTENBHON JKHAKOCTH IOCHE MOAKHCICHHS, cM’, Vo - 00beM BO3IyXa,
IPONYIIEHHOT0 Yepe3 IMOMIOTUTENbHYI0 XUAKOCTh M NPHUBEIECHHBIM K CTaHJAPTHBIM
ycnosusM ripu temnepatype 20°C (293°K) u armocdeprHom nasnenun 760 mm.pt.cT. (101

klla), I[M3.
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Ta6muma 2. OueHKa MeTPOJIOTHYECKOW XapaKTePUCTUKH TPagTyHUpOBOYHOM 3aBHCHMOCTH
(Cj, MKT/MJT - KOHIICHTpAIUs TPagyUpPOBOYHOIO PACTBOPA, S, MVXMHUH — IUIOIIA b MTHUKA, G
— OTHOCHUTEIBHOE CTAHJAPTHOE OTKIOHEHHE MO0 5 um3mepeHusiM, K — rpaayupoBOYHBII
koo durment, R?— kodpGHIMEHT KOPPEISIIH 3aBHCHMOCTH ¥ = ax)

AHanut Ne rpayMpoBOYHON TOUKH Ci S c, % K R’

1 0,73 0,050 8,4
2 1,7 0,10 6,0

I'Basikon 3 3,5 0,26 8,3 79 0,984
4 5,2 0,39 7,4
5 6,9 0,58 7,5
1 0,62 0,040 9,0
2 1,4 0,070 8,6

denon 3 2,8 0,12 7,4 46 0,990
4 4,2 0,19 9,4
5 5,6 0,26 7,4
1 0,51 0,24 8,5
2 1,3 1,0 7,3

M-Kpeson 3 2,6 2,04 8,9 96x10 0,987
4 3,8 3,73 6,7
5 5,1 5,15 8,9
1 0,65 0,81 8,2
2 1,6 3,0 8,3

2,4-Kcunenon 3 3,2 6,0 7,8 21x10* | 0,987
4 4,8 9,9 9,2
5 6,4 14 8,4
1 0,79 0,52 8,1
2 1,8 2,0 8,4

n-Tumon 3 3,7 4,1 7,8 13x10* | 0,985
4 5,5 7,1 6,6
5 7,4 9,6 8,9

2,4-KcuneHor

OTknuk geTekTopa, MB

=]
=1
[S]
t

550

M-Kpeson

500

hbeHon

450 L

n-tumon

| | | | | | | | | | |
0 2 4 6 8 10 12 14 16 18 20 22 24
Bpewms, MuH

Puc.1. Tunoast xpomaTorpamma cMecu (HheHOJIOB
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3akntoyeHue

B mpemnaraemoii pabore mnpousBeneHa 3aMeHA CTaIUM AKCTPAKUIUHM KUIKHM
OpPraHUYECKHUM PAaCTBOPHUTEIEM Ha CTAAMIO TBEPIO(A3ZHON MUKPOIKCTPAKIIHUH.

Meronuka BHeceHa B [ ocymapcTBeHHBIM peecTp «MeTOAMK [OMYIIEHHBIX K
IPUMEHEHHUIO B Ta0OPAaTOPHSIX U OPraHU3aLMIX IKOJOTMUECKOr0 U CAHUTAPHOTO KOHTPOJIS
Pb» (MBU.MH 1822 - 2002).
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