69

PSS
VIIK 543.544

OnpeneneHune H-OyTaHona, oyTunaueraTta U ctupona
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AHHOTaUMA

IMToxa3an razoxpoMaTorpaduueckuii cnocod onpeneneHus H-0yraHona, OyTuianeraTa i CTUpoOna
B aTMOc(epHOM BO3[IyX€ C HCIOIb30BaHUEM (DOTOMOHU3AIMOHHOTO MOETEKTOpa U yCTpOHCTBa
TepMUUeCKOi Jecopoumu. [IpemtoxkeHHbIi croco0 MOo3BOMISET ONPEAEIATh YKa3aHHbIE BEIIECTBA MPH HX
COBMECTHOM IIPUCYTCTBUH B ITPOOE, MOIHOCTHIO UCKIIIOYHUB CTAJHIO0 TPOOOIOATOTOBKY M COKPATUB BPEMSI
aHaJIHM3a 10 CPABHEHUIO C UH/IMBUAYaJIbHBIM OIpE/ICIICHHEM.

KnarouyeBble cioBa: H-OyraHon, OyTwianerat, CTHpOJ, TIa3oBas  XpomaTorpadus,
(OTOMOHHM3AIMOHHBIH AETEKTOP

The gaschromatography way of determination of n-butanol, butylacetate and styrene in air with
use of the fotoionizatsionny detector is described, and also optimum conditions of carrying out the
analysis are defined. The offered technique allows to define the specified substances in one test and to
reduce analysis time in comparison with individual definition of substances.

Keywords: n-butanol, butylacetate, styrene, gas chromatography, fotoionizatsionny detector

BBepeHue

BYTI/IJ'IaIIeTaT, H-6YTaHOJ'I 158 CTI/IpOJ'I ABIIAOTCA THUIIMYHBIMU OpFaHI/ILIeCKI/IMI/I
MOJUTIOTAaHTaMH, MPUCYTCTBYIOIIUMH B aTMochepe KpyHmHbIX ropojioB. OHaKO METOIUKU
HX COBMECTHOTO OIpeJIeICHHs B aTMOCc(epHOM BO3AyXe OTCYTCTBYIOT. Bee Tpu BemecTBa
MOXKHO OIPEACIUTh B OJHOH MPOOE COBMECTHO C €IIe JIBAAIAThI0 PKOTOKCUKAHTAMHU B
BOJIHBIX BBITSKKAX M3 pa3MuHbIX MarepuanoB [1]. Takxke Bce Tpu MOJUTIOTaHTa MOKHO
OTIPENCNIATh C TIOMOINBIO  (POTOMOHU3AMMOHHOTO JICTCKTUPOBAHUS TIPH  YCIOBUU
MPUCYTCTBUS TOJILKO OJIHOTO, OIPENSIsIeMOro B JIaHHOM cilydae, BemiectBa [2]. Ha
HOBOJ’II/IHGHKOM MCTaJ'IJ'Iypl"I/ILIeCKOM KOM6I/IHaT€ B praBJ’IeHI/II/I HpOMBIIHJ'ICHHOﬁ 3KOJIOTHUHN
pa3paboTaHa M YCHEIIHO TPUMEHSETCS METOJHMKAa COBMECTHOTO OTpeJelieHHs OeH30Ia,
TOJyosa, 0-, M-KCHJIOJIOB, 3THJIOEH30J1a, eHoJIa U HadTanHa B aTMOC(HEPHOM BO3AYyXeE
METOA0M ra30KUAKOCTHOM XpoMaTtorpaguu C TOMOIIbI0  (OTOMOHU3AIMOHHOTO
HCTCKTI/IpOBaHI/IfI.

Ilenpto gaHHOW pPabOTHl  SBWJIOCH PACHIMPEHUE CICKTpPa OPraHUYCCKUX
IIOJUIFOTAHTOB, OHpCI[CJ'IerMBIX (i)OTOI/IOHI/ISaHI/IOHHI)IM I[eTeKTI/IpOBaHI/ICM B O}IHOfI npo6e, nu
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pa3paboTKka METOIAMKU ONpeAesieHHus H-OyTaHoia, OyTwiamerara W CTHpPOJa METOJ0M
ra3oBoi xpomarorpaduu ¢ GOTOMOHNU3ANMOHHBIM JIETEKTUPOBAHUEM.

AKCNepuMeHT

OCHOBHBIM aHAJUTUYECKHUM HHCTPYMEHTOM, HCIOJIb3YeMbIM B JaHHOH palore,
SBJISIICS. Ta30KUAKOCTHBIN Xxpomarorpad «Kpucramn — 2000 M» ¢ hoToMOHN3ALMOHHBIM
neTekTopoM (moteHnuan woHmzanuu 10,69B) u ycTpoiicTBOM TepMUUECKOU aecopOmuu
(tepmonecopbep TIC-1). Paznenenne onmpenensieMblX BEIIECTB BBIMOJIHSUIA C TIOMOIIBIO
KamuIIpHO# KoJoHKU ZB-5 (mmuua — 30 M, nuamertp - 0,53 MM, HETOIBMKHAS >KHUJIKAs
daza — 5%-henn-95%-TMMeTHITIOMMCHIIOKCAH, TOJIIUHA TJICHKA HETIOIBIKHOMN (a3hl —
1,50 mxm). B xauectBe moaBukHOU (pas3bl (fajee Mo TEKCTY - ra3-HOCUTENb) IPUMEHSIIN
TeJINH, pacXxol KOToporo coctasiisii 120 mur/mMuH.

VYnaBiuBaHHE ONpEENsieMbIX BEHIECTB M3 aTMOC(HEPHOro BO3AyXa IPOBOIMIN
acnHUpalMOHHBIM crocoboM. [list aToro aHamu3upyemsblii Bo3ayX B TeueHue 10 MuH
MpOIyCcKaJIi cO ckopocThio 0,2 J1/MUH yepe3 CTEKISHHBIM COPOLMOHHBIA MATPOH (JUTHMHA
IaTpoHa - 7 cM, BHELIHUHN 1uaMeTp - 6 MM, BHYTpEHHHH - 4 MM), 3aII0JIHEHHBI COPOECHTOM
Tenax GR.

[laTpoH c y/lOBIIEHHBIMM Ha HEM NOJUIIOTAHTaMU IOMELIAIM B Tepmojecopoep
(temmeparypa  Tepmomecopbepa  350°C) TUTSt OCYIIIECTBJICHUS necopOnuu
CKOHIIEHTPHUPOBAHHBIX Npumeceil. JlecopOupoBaHHbIE MPUMECH MOTOKOM TIa3a-HOCHUTENS
JOCTaBIISUINCh B XpoMaTorpauyeckyio KOJIOHKY, TJie MPOUCXOAMIIO HX pas3fefieHue ¢
MOCJIEAYIONEH pPEerucTpanneii POTOMOHU3ANMOHHBIM JETEKTOPOM. AHAW3 TPOBOIMIA B
pEKUME TMPOrpaMMHUpPOBAHHs TEMIEPATypbl TepMocTata KoJioHkH oT 60 no 150 °C,
CKOpOCTh Harpesa Kojaouku 10 °C/Mun, BpeMs ananusa 10 MuH.

O6cyxaeHve pe3ynbTaToB

Jia  uneHTU(UKALIMKM —aHATU3UPYEMBIX BELIECTB M pEUIeHHs Bompoca O
BO3MOXHOCTH MX pa3/ieJIeHHs] Ha HCHOJIb3yeMOW XpomaTtorpaduueckoil KOJIOHKEe ObLIn
omnpeneNeHbl MHANBUIAYyaIbHbIE BpeMeHa yaepxkuBaHus (tr) Kaxmoro BemectBa. C 3Toit
Henblo 1 MKJI HCCIIEeyeMOro BellecTBa KIAcCU(UKALIMMU «X.4. Ui XpoMaTorpapuum»
HAaHOCWJIM Ha CTEKJIOBOJIOKHO COpPOIIMOHHOTO NaTpoHa U XpoMarorpapupoBaid B
YKa3aHHBIX BBIIIE YCIOBUSX.

B cBsi3u ¢ TeM, YTO MOBBILLIEHUE TEMIIEPATYPhI KOJIOHKH MPUBOJUT K YMEHbBILIEHUIO
BpEMEHHU YAEpKUBaHUSA, M KakK CJEJICTBUE, K COKpAIllEHWIO BpPEMEHH aHajlu3a, ObLIo
HCCIIEIOBAHO BJIMSIHUE TEMIIEPATyphl KOJOHKH Ha BpEMEHA YAEpKUBAaHUS aHATU3UPYEMbIX
BemecTB (tabn.l). Jlns storo xpomartorpagupoBaHHE BeIM MpPU TpPeX pPa3IUYHBIX
TeMIieparypax (Hayaja, CepeMHbl M OKOHYaHHWS JMana3oHa M3MEHEHHs TeMIlepaTryp B
pEeXHUME MPOrpaMMHPOBAHUS).

Ha ocHOBaHMM TMOJY4E€HHBIX JAHHBIX OBLIM paccyuTaHbl KO3 UIHUEHTHI
CEJICKTUBHOCTH ¢ (Ta0i.2), CBUIETEIBCTBYIONIME O BO3MOKHOCTH IIOJIHOTO Pa3IeCHHs
HCCIIETyEMbIX BEIIECTB IIPU UX COBMECTHOM MPUCYTCTBUU B IIPOOE.
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Tabnuua 1. UaauBuayanpHble BpeMeHa yaepKuBaHus H-OyTaHosa, OyTuianerara u
CTUPOJIa IPH PA3JIMYHBIX TEMIIEPATYPaxX KOJIOHKHU

Temneparypa, °C (R, MHH
’ H-OyTaHOJ OyTuianerar CTHPOJI
60 2.08 5.17 8.83
100 1.97 5.06 8.77
150 1.88 4.97 8.61

Tabnuna 2. KoadduuneHTsl cenekTHBHOCTH sl cMecH H-OyraHousia, OyTuianerata U

CTHpPOJIA
o
Temmeparypa, °C H-OyTaHOJI U H-GYyTaHON U CTHPOT OyTuianeTar u
OyTuianerar CTHPOJI
60 2.5 4.2 1.7
100 2.6 4.4 1.7
150 2.6 4.6 1.7

beuio  ycranosneHo,

4TO YBCIIMYCHUC TEMIICPATYPHI

KOJIOHKHK TIPUBOJUT K

pPaBHOMEPHOMY YMEHBIIICHHUIO BpPEMEH YIACPKMBAHUS BCEX HCCIENYEMBIX BEIIECTB U
NPAaKTUYECKH HE BIMSAET HAa WX pasneneHue. [Ipum 3ToM cymmapHOe Bpemsi aHaam3a
MeHsieTcs: He3HauuTenbHO (Ha 20-25 cekynm). [lostomy pasaenenue H-OyTaHoIa,
OyTuiameraTa ¥ CTUPOJa MOYKHO OCYHIECTBISTh KaK B M30TEPMHUUECKOM PEXKHUME, TaK U B
pEeKHMME TPaTUeHTHOTO IOBBIIICHUS TEMIIEPATyphl. YUWTBIBAs, YTO pa3/CiCHHUE CMECH
OeH3011a, TOJIyoJia, STWIOEH30J1a, M-KCwiojia, ¢eHona u HadTaauHa B J1abOpaTopuu
OCYIIECTBIISICTCS B TPATUCHTHOM pEXHME, JUIS MCCICIyeMbIX IMOJUTIOTAHTOB OBLT
MPEVIOKEH TOT K€ pexuM (Temmeparypa KoioHku - 60 - 150 °C, ckopocTh Harpesa
KOJIOHKH - 10 °C/mun). IlpoaomkuTenbHOCTh aHAIN3a IPU 3TOM cocTaBmiia 10 MUHYT.

W3BecTHO, YTO BpeMeHa YACPKMWBaHUS WHAMBHIYAIbHBIX BEHIECTB MOTYT
OTJIIMYATHCS OT TAKOBBIX B CMECH, COJEpKAIIEH Apyrue KOMIOHEHTHI. C IeNbI0 yTOUHSHHS
BPEMEH YACPKUBAHUS MCCIETyEMBIX BEUIECTB, IIPOBEIM XpoMaToTrpagupoBaHne CMECH H-
Oyranona, Oyrunanerata u ctuposa (cmemmuBaid mo 0,5 M KaXI0TO BEIIECTBAa MapKH
«X4 Ui XpoMartorpaduu») Ipyu BIOPAHHBIX YCIOBUIX

YTo4yHeHHBIE BpeMeHa y/Iep>KUBaHus cocTaBwin 1,98 mun.— it H-Oy-Tanona, 4,97
MUH. — Juist OyTmianerata u 8,47MuH. — ans ctupojia. Tak kak BpeMeHa yAepKUBaHUS
WH/IMBHYAIbHBIX BEHIECTB NMPAKTUYECKH HE OTIMYAINCh OT AaHAIOTHYHBIX B CMECH, B
JTATbHEHIIIEM UX MCTIOIB30BAIIN I KAYECTBEHHOM OIIEHKH COCTaBa MPOOHI.

JInisi KOJTMYECTBEHHOTO OTPEACICHNS aHATU3UPYEMbIX BEIIECTB B aTMOC(HEPHOM
BO3/yX€ IPUMEHSUIA METO/I TPaAyHpOBOYHOTO rpaduka.

[TocTtpoenne TpaaynpoBOYHOrO0 Tpaduka BEIH TO HUCKYCCTBEHHO CO3JIaHHBIM
CTaHJAPTHBIM PAcCTBOpPAM HCCIIEAYEMBIX BEIIECTB B aleTOHUTpWIIE. sl MPUTOTOBICHHS
HCXOJIHOTO CTaHJAPTHOTO pacTBOpa B MEpHYIO KO0y Ha 25 mu momemamu 12,5 mi
alleTOHUTPHJIA, 3aKPHIBAIM MPUTEPTOH MPOOKOH M B3BEIIMBAIU. 3aTEM IOCIIECAOBATEILHO
noGasisuiim no 0,5 M H-OyraHona, OyTuianerara M CTUpPOJa, KaxAbld pa3 B3BELIMBAs
KoJI0y u (uxcupys ee maccy. [locne mocnennero B3BemuBaHusi 00beM pacTBOpa B KOJIOE
JNOBOIMIIM 1O MeTKu anetoHutpwioMm. Konuentpanuio (Ci) Kaxaoro i-ro KOMIIOHEHTa
paccuuTsiBanu 1o gopmysne (1):

C. =—, (1)
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m; — Macca i-ro KOMIIOHEeHTa, MT'; V — 00beM NMPUTOTOBJIEHHOTO UCXOHOTO PACTBOPA, MIL.

PactBopbl 1-7 monyyanu OOBEMHBIM METOJOM IIYTEM IIOCIEA0BATEIHHOIO
pa30aBIeHHSI HCXOAHOTO CTAaHAAPTHOTO PacTBOPA.

PabGounit cranmapr 1. B mepuyro kon0y Ha 50 mur momemanu 1 MJI MCXOAHOTO
CTaHJAPTHOTO PACTBOpA U Pa30aBIsUTN allETOHUTPUIIOM JIO METKH.

Pabouwnit cranmapt 2. B mepuyto xon0y Ha 50 ma momemanu 0,5 MJI MCXOJTHOTO
CTaHJAPTHOTO PACTBOpA U Pa30aBIsUIN AllETOHUTPUIIOM J0 METKH.

Crannmapt 3. B mepayro kon0y Ha 50 mu momemanu 16,7 mi pactBopa paboyero
cranzapra 1 (oTMepsuii U3 OIOPETKU) U JIOBOJUIIH 10 METKHU alleTOHUTPUIIOM.

Crannmapt 4. B mepuyto kon0y Ha 50 Mi momemanu 25 mul pactBopa pabodero
CTaHJapTa 2 ¥ JOBOJMIIHM IO METKH allETOHUTPUIIOM.

Crannmapt 5. B mepayro xonby Ha 50 mu momemianu 10 mMa pactBopa paboyero
cTaHzapTa | ¥ TOBOJMIIN IO METKH allEeTOHUTPUIIOM.

Crannmapt 6. B Mepuyro xon0y Ha 50 mu momemanu 5 MJ pacTBopa pabouero
cTaHzapTa | ¥ JOBOAMIIHM IO METKH alleTOHUTPUIIOM.

Cranpmapt 5. B Mepuyro xon0y Ha 50 mu momemanu 5 MJ pacTBopa pabouero
CTaHJapTa 2 ¥ JOBOJMIIHN IO METKH alleTOHUTPUIIOM.

KoHueHTpauuu nosy4eHHbIX pacTBOPOB MIPUBEAEHBI B Ta0MI. 3.

Ta6muma 3. KonneHTpauu cTaHJapTHBIX paCTBOPOB JJIA TPAIyUPOBKU XpoMartorpada

KonuenTtpanus, mr/mi
H-byranon Bbyrunanerar Crupon

Vicxonubli cTaHAapTHBIA PacTBOP 8.800 9.500 9.700
PaGounit ctannapr 1 0.176 0.190 0.195
PaGouuii ctanmapt 2 0.088 0.095 0.097
Crannapt 3 0.059 0.063 0.065

Crannapt 4 0.044 0.475 0.049

Crannapt 5 0.035 0.038 0.039

Crannapr 6 0.018 0.019 0.020

Crangapt 5 0.009 0.010 0.010

[IpuroToBiieHHBIE CTaHJAPTHBIE PACTBOPHI XpoMaTorpapupoBald B BbIOpaHHOM
pexxume. OOpasel; XxpoMaTorpaMMbl CTaHIAPTHOTO pacTBOpPA MPUBEAEH Ha puc. 1.

m%; B Ll KomMnoHesT
[e KoHuEHTPauHA

2,5

"
W
]

cpon

BymnaueTtat

=
in
GyTanon

Puc. 1. Xpomarorpamma pabdouero cranmapra Ne 2
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[Io momy4eHHBIM MAHHBIM JUIS KaXKJIOT'O BEIIECTBA CTPOWIM TPaLyHpPOBOYHBIE
3aBUCHMOCTH IUIOINAJM IHKA OT KOHUEHTpalMu CTaHAApTHOro pacrteopa. lloctpoenue
IpaJyupOBOYHBIX TpaUKOB U pacueT ypaBHEHUH JMHEMHON perpeccuu OCyIIECTBISIN B
ABTOMAaTHYECKOM PEXHMME C IOMOIIBK  CHEHUAIM3UPOBAHHOIO  IPOrPAMMHOIO
obecrieueHust «XpoMaTIKAHATUTHEY [3].

[IpaBunbHOCTH pPa3pabOTAaHHON METOAMKU OLIEHHWBAIUM METOJIOM
HaiiieHo» (Tabm.4).

«BBCIACHO-

Ta6muma 4. [IpoBepka mpaBUILHOCTH ONPEACIICHUS OPTAHNYECKUX MMOJUTFOTAHTOB

OTHOCHTENBHOE
KommoneHnT Bseaeno, Mr/mi Hatineno, mr/mi CTaHJIapTHOE
OTKJIOHEHHE, S,
1-Oyranon 4.40 4.53+0.32 0.020
byrunanerar 4.75 4.80+£0.12 0.007
Ctupon 4.85 4.92+0.17 0.010

Meroauky ampoOMpoBaini Ha pEATbHBIX MpoOax armMochepHOro BoO3ayXa T.
Jlunenka (Bcero mnpoaHanusupoBaHo 25 npo6). Tunuunas XxpomarorpamMma mpoObI
aTMOoCc(epHOro BO3/ayXa IpUBE/IeHA Ha PUCYHKE 2.

KoHnenTpanmm uccienyeMbix BEIIECTB B aTMOC(EPHOM BO3IyXe HAXOIMIU IO
dbopmymne (2):

x=Gk @)
4
rae C; — KOHLEHTpauus i-ro KOMIIOHEHTa, HalWJeHHas MO I'paJyupOBOYHOMY Ipaduky,
Mr/mi; V — 00beM MPOMYIIEHHOTO BO3ayXa, J; k - KoaduIMeHT npuBeaeHus odbeMa K
HOPMaJIbHBIM YCIIOBUSM (TaOnuuHOE 3HaueHue [4]).

: Komnotent
20 KoHuerTpaurs

cmpon|0,0131

5LTaHOn|0ﬁUﬁ7

Jerbymnauerat|a,0151

Puc. 2. XpomaTorpamma npoOsl aTMoc(epHOro Bo3ayxa r. Jlunenka

[

[Tonyuennsie pe3ynbTarhl (Tabi. 5) yKa3plBalOT Ha BeCbMa HU3KOE COJEpKaHHE
UCCIIEyEMBbIX OpPraHMUYECKHX MOJUIIOTAaHTOB B aTMOC(EpHOM Bo3ayxe I. Jlunenka.
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Tabnuna 5. Konuenrtpauum H-OyraHousia, OyTuianerara M CTHpPoJia B aTMOC(hEpHOM
Bo3ayxe I. Jlunenka

BemectBo TIIK, mr/m’ Konuenparus, wr/w
MakcumanbHas Cpennss
Bbyranon 0.1 0.048 0.004
byrunanerar 0.1 0.067 0.013
Crupon 0.04 0.002 0.001
3akntoyeHue

PazpaboranHass MeTroauka IO3BOJIAET ONpPENEsATh H-OyTaHoi, OyTuianerar u
CTHPOJI IPU UX COBMECTHOM IPUCYTCTBUU B NMPOOE U MOXKET ObITh PEKOMEHJOBaHA B
KaueCTBC METOAUKHU KOHTPOJIA COACPKAHUA YKA3aAHHBIX S3KOTOKCHKAHTOB B aTMOC(bepHOM
BO3/yXE.
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