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MeTogamu ra3oBov xpomaTtorpadum n XxpoMato-Macc-cnekTpoMeTpum UccrnefoBaHa YmcToTa
pas3fNYHbIX MPOMBILLSIEHHO BbIMyCKaeMbIX SKCTPAreHTOB — rekcaHa, H-OKTaHa, YeTbIpexX1o0pucToro
yrnepoga n ataHona. [okasaHo, 4To Hanbonee xapakTepHbIMU NMPUMECAMU B 3TUX IKCTpareHTax sBns-
I0TCA neTy4vme xnopopraHudeckme coeanHenus (JIXC) n TpygHoneTyumne adupbl o-pTanesom KUCNoThl
(o-cbTtanarbl). CogepxaHue npymMecei 3TUX BELLECTB B 3KCTPareHTax MoXeT AoCTUraTb 4eCATKkoB Mr/n. Ha
OCHOBe pacyeTa k0apPULMEHTOB pacnpeaeneHns Npumecen B CUCTEME KUAKOCTb-Map» NPeanoxXeHbl
MeTOAbl yAaneHns NpUMecen 3 3KCTPareHTOB — panieeBckas ANCTUNNAUMSA U pekTudunkaums. Xpoma-
TO-Macc-CNekTPOMETPUYECKNI U ra30XpOMaTorpauyeckmin aHanms O4mLLEHHbIX 3KCTPareHToB nokasarl, 4to
ahdeKkTUBHOE yaaneHune npumecen 3onpos 0-dpranesBon KNCNOTbl BOSMOXHO C NPUMEHEHNEM PINEEBCKON
AVCTUMMSALUM NPY NEPErOHKE 3KCTPareHTOB CO CKOPOCTLIO He 6onee 6-10~* mn-cm—2-c~'. 3T0 No3BonseT B
TeyeHue 5 MUHYT Nony4nTb 06BbEM SKCTpareHTa 4oCTaTouHbIV Ans NnpoBeaeHus 50-55 MUKPOaKCTpakumi.
O dekTMBHOE yaaneHme nerkoneTy4nx XxmopopraHnYeckMx CoeanHEHNN JOCTUTHYTO C UCMNOSb30BaHNEM
MHOrOCTYMNeH4YaToro ANCTUNNALMOHHOrO MeToAa — pekTudmkaLmm. KoHueHTpauums npymMmecei nccneaoBaHHbIX
BELLECTB B OYMLLEHHLIX 3KCTpareHTax He npesbiwaeT 10-3—10-mr/n. XKnakodazHoe MUKPOIKCTPaKLMOHHOE
KOHLIEHTPVPOBaHWE C NPUMEHEHNEM OYULLIEHHbBIX AKCTPareHTOB NO3BONSIET MOHU3UTL NPeAenbl 0bHapyKeHus
JIXC n o-ptanatoe B Boge 4o 2:107-1-10° n 4-10°~1-10-5 mr/n, cOOTBETCTBEHHO.
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The purity of different industrially produced extractants, such as hexane, n-octane, carbon tetrachloride,
and ethanol, was studied using gas chromatography-mass spectrometry and gas chromatography. It was
shown that the most characteristic impurities in these extractants were volatile organochlorine compounds
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(LHS) and hard volatile esters of o-phthalic acid (o-phthalates). The impurity content of these substances in
extractants could reach tens of mg/l. Based on the calculation of the distribution coefficients of impurities in
the “liquid-vapor” system, the methods of Rayleigh distillation and rectification were proposed for removing
the impurities from the extractants. Gas chromatographic mass spectrometric and gas chromatographic
analysis of purified extractants showed that the effective removal of impurities of o-phthalic acid esters
was possible using the Rayleigh distillation during the distillation of extractants at an evaporation rate of
no more than 6-10~* ml-cm=2-s~'. This allowed obtaining a volume of extractant enough to carry out 50-55
microextractions in 5 minutes. The effective removal of volatile LHS was achieved by a multi-stage distillation
method - rectification. The concentration of impurities of the investigated substances in the purified extractants
did not exceed 10-*-10-% mg/I. The liquid-phase microextraction preconcentration with the use of purified
extractants decreased the detection limits of LHS and o-phthalates in the water to 2:107-1-10-° and 4-10-6-1-10-5

mg/l, respectively.

Keywords: microextraction preconcentration, rectification, Rayleigh distillation, detection limits,
extractant, gas chromatography, gas chromatography—mass spectrometry.

BeepeHue

PactBoputenu BbICOKON CTENEHU YNCTOThI
(akcTpareHTbl) HeobxoAuMmbl 4N NPpOBeAEeHUS
XUAKoga3HON Makpo- M MUKPOIKCTpaKL W, fecopbumm
aHanuToB U3 copbeHTa AN BbICOKOYYBCTBUTENBHOIO
onpeeneHns TOKCUKAHTOB Ha ypoBHe 10'-10-3
Mr/n. Beicokas YnctoTa skcTpareHToB Heobxoauma
ONS CHMXXEHMS nonpaBKM XONOCTOro onbiTa, YTo
UMeEeT NPUHLMNNANbHOE 3HAaYeHNE AN CHUXEHUS
npegena obHapyxeHus npumecen. B nutepatype
BOMPOC O YACTOTE UCMONb3yeMbIX pacTBOpUTENEN
npakTuyecku He 3aTtparuBaetcs. Kak npasuno,
aBTOpbI Ny6nuKauum orpaHMYNBaOTCS NULWb YKasa-
HMEM Mapku Ucnonb3yembix B paboTe coeguHEeHUNR,
XOTH U3BECTHO, YTO COXPaHUTb YNCTOTY BeLecTBa
ropasgo CroxHee, YeM ee [JOCTUTHYTb. 3arpsiaHeHne
pacTBOpPUTENEN-39KCTPareHToB MOXeT NPONCXOANTL
13 MaTepuana eMKoCTeln AN XpaHeHus, 3anop-
HOM apmaTtypbl Unn 3 atmocdepbl Nnabopatopuu.
OuncTka pacTBopuTenen OT NeTy4ynx BewecTs
MOXeT ObITb NpoBeAeHa MeTogamu copbumum [1] n
pekTudukaumm [2], AnNa yaaneHus TpygHoneTyymx
BELLECTB NPUMEHS0T copbLoHHbIe MeToabl [1], MeToA
paneesckon guctunnauum [3] n pektudpmkagyuio [4].

Mpumecw, cogepxalumecs B OpraHn4eckmx pac-
TBOPUTENSAX, MOXXHO Pa3aenuTb Ha iBE Pa3HOBUAHOCTY.
lMepBas — 310 BeluecTBa, 6rmM3kme no TemnepaTypam
KUMEHMS K OCHOBHOMY KOMMOHEHTY. 3T0 TpyAHOyAansemble
NpUMecH, HanpyumMep, 4OCTAaTOYHO PacnpoCTpaHeHHbIe
neTyyme xnopopraHunyeckue coegnHenns. Cogepxa-
HVe 3TUX NpMMece B KOMMEPYECKNX pacTBOPUTENSAX
HaxoguTcsa Ha ypoBHe 5x10-2— 13 mr/n [5]. Bropas
rpynna npumecen — BbICOKOKMMSLLME COEANHEHMS,
nocTynatLime B 3KCTPareHTbl NPpuU UX KOHTaKTe C
NoNMMEpHbIMW MaTepuanamMmy nocyabl 1 annapary-
pbl. MNpexae Bcero, 370 LUMPOKO pacnpoCTpaHEHHbIE
nnactugmrkaTopbl NONMMEPOB — 3hMpbl O-hTaneson
KncnoThbl [6]. KoHueHTpauma agumpoB o-dTaneson
KMUCNOTbI B MPOMbILLIIEHHO BbINYCKaeMbIX PACTBOPUTENAX
npesbiwaet 10-2 mr/n [7].

MeTopg paneesckon guctunnsauum [8] Becbma
ahdeKkTMBEH AN yaaneHns TpyaHONETYUYNX BELLECTB
N3 3KCTPareHTOB 1 OCHOBAH Ha pasnn4mmn NpUMeECHOro

COCTaBa XWUAKOCTU 1 Napa. ATO pasnuyme xapakTepusyot
BENUYMHONM KO3 PULMEHTa pasgeneHuns o.
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rae X y—copepxaHvie npuMecu B XMOKOCTU 1 nNape,

COOTBETCTBEHHO. BennuunHy ngeansHoro koadduumeHTa

pasgeneHns paccumTbiBanu Yyepes COOTHOLIEHMEe
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B 1abn. 1 npnBeaeHsl noeasnbsHble KO3 OUUMEHTI
pasgeneHns o, paccynTaHHble ANa TeMmnepaTypbl
25°C [10,11].

Mpouecc AUCTUNNSALMM ONMUCHIBAETCH YPaBHEHUEM
Panesi, koTopoe cBsA3biIBaeT COOTHOLLEHWE COAepKaHWM
NPUMECH B Nape M >XnakocTn ¢ 06 beMOM pacTBOPUTENS
V, ocTaBLUeMCS B NeperoHHo konode, u umeeT BUA;

(a-1),
o (1)[5) g @
x, \a)\V
rae V,— MCXoAHbI 06beM XUAKOCTH, X, — UCXOAHOE
cogep)xaHne NpMMecH B XXNOKOCTHU.

Map, kKoHOEeHCUPYLWMIACS NPU GUCTUNNASLNUMN,
npeacTaBnsieT cobom OunLLEeHHbIN NPOAYKT. M3 ypaBHeHNS

Tabnuua 1
KoaddurumeHTbl pasaeneHns B CUCTEME «KUAKOCTb-Nap»
Table 1
Partition coefficients in the «liquid-vapor» system
PacTteopu- Mpumecb
Tenb CHCI, CcCl, TX3 TTX3
H-TekcaH 0.8 1.3 1.7 8.7
- OMo Jitelo) 0B® 0oro
OTaHon 2.210% | 21-10* | 2.2410° | 4.4-108
T -
CTPAXTIOP™ | 4 6108 | 4.410* | 4610° | 9.2108
MeTaH

Mpumedatme: CHCI, - xnopodopm, CCl, - 4eTbIPEXXIOPUCTBIN
yrnepog, TX3 — TpuxnopatuneH, TTX3 — TeTpaxnop3TUNEH,
AM® — pumetun-o-dranar, 43D — gnatun-o-dranar,
OB® - gnbytun-o-dranat, IArd — éuc-(2-atunrex-
cun)-o-dTanar.
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(3) cneayer, 4To apPEKTUBHOCTE OUUCTKM 3aBUCUT OT
BENMMYMHBI KO3dhPMUMEeHTa pasfgeneHms o 1 COOTHO-
LUEeHMS OOBbEMOB MCXOOHOM XUAKOCTU U OCTaBLUENCSA
HeucnapeHHon xugkoctn. Ecnm o 6onee gecdartu, 1o
nokasaTternb cteneHn 6nm3ok K 1. Mpun manom obbeme
0TOMpPaemMoro O4YNULLEHHOIO QUCTUNNATA OTHOLLEHNE
06BbEMOB HayanbHON U HEMCMAPEHHOW XUOKOCTU B
neperoHHom konbde Takxe npubnmxaeTcs K 1. B aTom
Crnyyae YMeHbLLEHWE KOHLEHTpaLu M NPUMECH B NapOBOW
ase (04MLLEHHOM 3KCTpareHTe) COCTaBuT o pas.

M3 tabn. 1 BMAHO, 4YTO naeanbHble kKO3 du-
UMeHTbl pa3genexns ons o-dranaToB HaxXoaAaTCs B
nHTeparne 2.2-103-9.2-108, yTo No3BONSAET NPOBOANTL
nx acpheKkTUBHOE yaaneHne n3 akcTpareHToB. Paccum-
TaHHble KO3(PULNEHTBI pa3geneHns Anst CUCTEMBI
«pacTtBoputenb —JIXC» Marnbl, Y4TO 3aTPYAHSIET OUYNCTKY
3KCTpareHTa ogHoCTyneH4yaTeiM meTogoM. B atom
crnyyae LienecoobpasHo MPUMEHSITb MHOFOCTYMNEHYaTbIN
MeTon — pekTudukauuio.

3KCI19pVIM6HTaJ1bHa'iI 4acTb

Peakmuesbl. Xnopogopm «xu.» TY 2631-066-
44493179-01, yeTblipexxnopucTbin yriepog «x.4.» FOCT
20288-74, TpuxnopatuneH «ocMd.» TY 20631-031-44493179-
99, TeTpaxnopaTuneH «4.» TY 20631-031-44493179-99,
anmeTun-o-cranar «4.» FOCT 9657-61, anatun-o-ptanat
«4.» TY 6-09-3663-74, pubyTtunn-o-granar «4.» FOCT
2102-78, 6uc-(2-atunrekcun)-o-granat «4.» FTOCT 8728-88,
ataHon TexH. FOCT 1830087, rekcaH (copT 1) «Kproxpom»
TY 2631-001-04715285-2012, rekcaH «x.4.» SIGMA-ALDRICH
# 158941, H-oKkTaH «x4.» TY 6-09-3748-74.

O4ucmeka pacmeopumedsieli Memodom paJie-
eeckoll ducmunnsyuu. PaneeBcKyo ANCTUNNSAUNIO
NpPOBOAUNN B YCTPONCTBE, N3006pakeHHOM Ha puc. 1
[3]. B neperoHHyto konby 1 HanuBanu pacTBOPUTESb,
3aTeM Konby BakyyMupoBanu. Temnepartypa eMKOCTH
C pactBopuTenem cocTaensna 25 + 2 °C, npueMHuK
AUCTUNNATa 2 oxNaxaanu CMecbio BOAbI CO NbOOM.

| o O 1
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Puc. 1. YCTpolCTBO Ang paneeBcKO AUCTUNNSLNN.
1 — neperoHHas konba; 2 — NPUEMHUK ANCTUN-
naTa; 3 — eMKOCTb C BOAHO-N1e9HOW CMEChIO;
4,5, 6 — 6eccmasoyHble KpaHbl U3 cTeksa n Topo-
nnacTa; 7 — MarHUTHasi MeLlaska.

Fig. 1. Appliance for Rayleigh distillation. 1 — distillation
flask; 2 — distillate receiver; 3 — container with
water-ice mixture; 4, 5, 6 — oil-free glass and
fluoroplastic valves; 7 — magnetic stirrer.

NcxoaHbin 06bem pacteoputeneri coctaenan 50— 100 mn.
CornacHo [3] HanbonbLias 3 HeKTUBHOCTb Pa3feneHust
OOCTUraeTcs Npu CKOPOCTAX UCNAPEHUS XKNOKOCTU HE
6onee (3—6)-104 mn-cm=2-¢c". MoaTomy Ans yaaneHus
O-(hTanatoB CKOPOCTb NEPEroHKMN NogAePXKUBaNu Ha
ypoBHe 6-10~4 mn-cm~2-¢c™". MeperoHky npoBoAnIM U3
amnyrnbl ¢ 3epkanom ncnapenus 11 cm2. Bpems oumnctkm
1 M 3KCTpareHTa cocTaBnAno 5 MUHyT. Takoro oobema
pacTBOpuTENSA JOCTAaTOYHO ANg npoBeaeHns 50-55
MUKPOIKCTPaKLMN.

Oyucmka akcmpa2eHmos8 MemodomM peKkmu-
¢ukayuu. YoaneHme BbICOKOKUMSALLNX NpUMecen n3
3KCTpareHTOB NPOBOAMIIN B PEKTUDVKALIMOHHOW KOTIOHHE,
CXemMa KOTopoW nokasaHa Ha puc. 2. PekTuukaumoHHas
KOJSIOHHA LieNIbHONasiHHas, BbINOMHEHHAsA U3 KBapLLEBOrO
ctekna. OCHOBHbIE TEXHOMNOIMYeCcKMe napameTpbl
PEKTUMKALMOHHON YCTAHOBKM paccynTaHbl ANs ee
paboTkl B pexxmme ONTMManbsHOro ANCKPeTHOro otbopa
dpakuni.

Ob6bem nuTatoLero pesepsyapa (PC1) coctasnsn
4 n, BbICOT@ HAaCaAO4YHOW pas3fenuTenbHON Cekuum
(KP1)—0.6 M npv BHyTpeHHEM anameTpe 26 MM (Hacaaka
HUXPOMOBaS, CnnpanbHO — NpuamaTmyeckas, 5x5x0.25
MM). [ToTOK pacTBOpMTENS Yepes KONOHHY cocTaBnsAn 2.1
am®/yac. KoHueHTpaT npumMeceii oToupanm u3 BepxHen
YacTy KONMOHHbI. OYUMLLEHHBI pacTBOPUTENL OTOMpPanm
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Punc. 2. Cxema ycTaHOBKW ANg pekTudukaunm:
KB1 - paspenutenbHas cekums, PC1 — HUXHUI
ky6, 11 — necdnermartop, E2 — eMKOCTb C UCXOAHBIM
rekcaHoM.

Fig. 2. Installation system for rectification: KB1 — separation

section, PC1 - bottom cube, D1 — dephlegmator,
E2 — container with the original hexane.
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B KOHTEMHEP, NPEABapUTENBHO NPOMBITbIA O4YULLEHHBIM
pacTBopuTenem nocrne otbopa KoHLeHTpaTa Nnerkmx
npumecei. BepxHioto YacTb KONOHHbI BO BPEMS PEKTU-
domkaumm 0b6ayBany Cyxmm BeICOKOYUCTBHIM a30TOM A5
NpefoTBpaLLEHUs MonagaHuns Braru 3 Bo3gyxa BHyTpb
KOMNOHHbI. [pouecc pekTugukaumm ocyLwecTsnsnm B
TeyeHune 19 yacos.

OnpepeneHue JIXC B pacTBOpUTENSAX ra3oxpo-
MaTorpacduiyeckum MeToAoM NPOBOAMM Ha XpOMa-
Torpace «k XPOMOC N'X-1000» ¢ aneKkTpoHO3axBaTHbIM
AeTekTopoM. PasgeneHve npoBognnu Ha KBapLeBoWn
KanunnsipHon konoHke DB-624 (30 m x 0.32 mm X
1.8 MKM). YCroBust aHanm3a: HadanbHas TemnepaTypa
konoHku — 50 °C (8.5 MuH), fanee TemnepaTypy KOSIOHKM
co ckopocTbto 10 °C/muH yBenuuusanu go 150 °C n
nogaepxueanu 25 MmHyT. TemnepaTypa ncnaputens

— 150 °C. TemnepaTypa 31eKTPOHO3axBaTHOIoO OETeK-
Topa — 250 °C. las-HocuTenb — a3oT («ocM.», 1-1 copT,
FOCT 9293-74), nuHeHas ckopocTb a3ota — 20 cm/c.
Oenexve notoka 1: 10. Ans yMeHbLUEHUS pa3MblBaHUSA
Npobbl B 4ETEKTOPE BBOAWIMN AONOMHUTENBHbBIN MOTOK
rasa-Hocutens 30 mn/mMuH. OnpegeneHne KoHLEHTpaLmum
aHanuToB B 3KCTPaKTe NPOBOAWIIMN C UCMOSb30BaAHNEM
rpagyMpoOBOYHON 3aBMCUMOCTU MAoLWaan nmka ot
copepaHus aHanuTa. O6pasLbl CpaBHEHWS FOTOBUNN
Ha OCHOBE rekcaHa, OYULLEHHOTO pekTUduKaLmnen.

OnpepeneHue o-hTanaToB B pacTBOPUTENAX
XpomMaTo-Macc-CnekKTpoOMeTpU4eCKUM MeTo40M
NpOBOAWIN Ha XpOMaTO-Macc-cnekTpomeTpe Thermo
Focus DSQ Il ¢ kBagpynonbHbIM Macc-aHan1M3aTopom.
OHepPrus NOHMU3NPYHOLLMX 3nekTpoHOB cocTasnsana 70 aB.
Pexunm paboTbl Macc-4eTekTopa: CeNeKTUBHbIN MOHHBIN
MOHWUTOPUHT MOHOB ¢ mM/z = 163 (ansa onpegenexHns

OTKNKE, MB

o
[=

cal
800 wriopochopm ‘ /

260

anveTtun-o-gtanarta) u m/z =149 (onsa onpegenexus
apyrux o-cpranatoB). PasgeneHvne nposogmnm Ha
KBapLeBOW KanunnspHow konoHke DB-5MS (30 m
x 0.25 mm x 0.25 MKM) B cnegytolem Temnepartyp-
HOM peXuMe: HayanbHas TemnepaTtypa cocTaBnsna
80 °C (1 muHyTa), Aanee NpoBOAUNN HArpPeB KOMOHKM
0o 190 °C co ckopocTbto 20 °C/MVH, 3aTeM CKOPOCTb
Harpea nosbiwanu 30 °C/muH oo goctmkeHuns 280 °C,
3Ta Temneparypa octaBanacb NOCTOSHHOW 0 KOHLA
aHanusa. TemnepaTtypa nHxekTopa xpomartorpada —
170 °C, nepexofiHow kaMepbl XxpomaTtorpacg—macc-cnek-
TpomeTp — 300 °C. Ma3-HocuTenb — renun mapkun 60
(TY 0271-011-6045905715-02). [@3-HocuTeNb Yepes
KOJTOHKY NpoAyBanu co ckopocTbto 1.5 mn/muH. B
TEYEHVEe NepBO MUHYTbI aHaNM3a UCMOoJb30Bany PEXUM
paboTbl ncnaputensa 6e3 genexHns NoToka raza-HoCK-
Tens, 3ateM oHo cocTasnano 1 : 10. Onpegenexve
KOHL,EHTpauuii aHannToB B 3KCTPaKTE NPOBOLUIN
C UCNONb30BaHNEM rpagyMpPOBOYHON 3aBMCUMOCTH
nrnowaam nuka ot COAepXaHns aHanuTa B pacTBopax
CpaBHEHMS, KOTOPbIE FOTOBUIIM HA OCHOBE OYULLEHHOTO
paneeBCKOM AUCTUNNSLMEN TeTpaxropmeTaHa.

Pe3ynbTaTthl 1 UX 00CYyXAeHne

Ha pwuc. 3 npegcraBneHbl xpoMmaTorpamMmmbl
rekcaHa ToproBoi mapku «Kpunoxpom» oo v nocne
OUYUCTKM pekTudukaumen. N3 xpomatorpamm BULHO,
YTO B UCXOAHOM rekcaHe «Kpuoxpom» npucyTcTBytOT
XI0POGOPM, YETLIPEXXIOPUCTBIN Yrriepon, TPUXnopa-
TUNEeH n TeTpaxnopaTtuneH. CoaepxaHune neTyymx
XJTOPOPraHNYECKNX COEAMHEHUIA B reKCaHe NpuBeaeHo
B TAbn. 2.
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Bpems, MuH

Puc. 3. XpomaTtorpamma rekcaHa: a — o O4UCTKM pekTudukaumein, 6 — nocne 04NCTKN pekTudukaumen.
Fig. 3. Chromatogram of hexane: a — before the purification by rectification, 6 — after the purification by rectification.
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Tabnuua 2
KoHueHTpaumsa neTyumx Xxno0popraHn4eckmnx CoeauHeHn B rekcaHe oo 1 nocrie OYNCTKM pekTudukaunen, mMr/n
(P=0.95,n=3)

Table 2
Concentration of volatile organochlorine compounds in hexane before and after the purification by distillation, mg/I
(P=0.95,n=3)

lekcaH
Mpumecs SIGMA-ALDRICH fexcar «Kpioxpom
VICXOJJ,HI:IVI nocne O4YnCTKn VICXO,EI,HbII7I nocrne O4YUCTKn
CHCI, 0.12+0.02 <1x107 0.30 £ 0.05 <1x1073
ccl, 0.60 + 0.01 (7 +2) x 10~ (5+1)x 103 <6x 10
X3 3.0£0.3 (5£1)x 10 0.30£0.04 <3x10°
TTX3 12 1 (7£2)x 10 0.50 £ 0.06 <3x10-*
M3 1abn. 2 BnaHO, YTO KOHLEHTpaLMsa npumecei
JIXC B oumLieHHOM rekcaHe Huke 1x10-3—6x10-° mr/n. g 100 i a
Takum obpasom, MeTo pekTudmKaumm ahPEKTUBHO E
yoangeTt npuMeciu NerkoneTy4ymx BeLLecTB. T 0l el
Pesynerathl onpefeneHus o-gtanaTos B rekcaHe x 5 i
«Kproxpom», H-okTaHe (TY 6-09-3748-74) n aTMnosomM § 10 ?i&_ T&_
cnupte (TOCT 1830087) npencTaBneHsl Ha puc 4 n B 6.0 70 80 50 i
Ta6J'|. 3 Bpemsa, MuUH
M3 prcyHKa BMAHO, YTO B UCXO4HOM 3TaHomMe 3100 8
obHapyxeHbl AnaTnn-o-ranart, AubyTun-o-pranartun &
6uc-(2-atunrekcun)-o-prtanar. CogepxaHve achmnpos 2 50 842150
O-pTaneBow KACNOTbl NOCIE OYNCTKU PINEEBCKON 5 i [\% o sre
ancTunnsumen He npesbiwaet 1:10-2mr/n, yTo Oonee S 104 . ’f& _ gi&_
uem B 10-10° pa3 Hike, YeM B UCXOAHbIX SKCTpareHTax 60 o B il 0
1 HEe NPOTUBOPEYNT NMPOBEAEHHBIM BhILLE OLEHKAM. R
MeTogom paneesckon aucTunnauum bonee yem f : 8
B 500-800 pas noHmxeHo coaepkaHmne o-TanaTos no f, :
CPaBHEHMIO C OYUCTKON pekTudmkaumen (cm. puc. 4, 6 2 50
1 8), a Bpems ounctku B 230 pa3 meHbLLe. BeposTHon g 3 A
MPUYMHON Pa3nuymst MOryT ObITb (haKkTOPbI KWNHETUYECKOTO g 0 WM i

8.0 0.0
Bpema, MUH

6.0 7.0
Xapaktepa, CBA3aHHbI€ C HU3KMMU KO3 pmumeHTamm

Andaysnm o-pTanaTos, BIUSIOLMMI HA MacCOOOMEHHbIE
npoteccsl.

XKnakogasHoe MUKPOIKCTPAKLMOHHOE KOHLIEH-
TPMPOBaHWe C NPUMEHEHNEM OYMLLIEHHBIX AKCTPareHToB
MO3BOMMIIO NOHM3UTL Npeaensl o6HapyxeHus JIXC
n o-ptanatoB B Boge ¢ 2:10°-3-10* go 2-107-1-10
Smr/n [5] n ¢ 6-10°-1-10* go 4:10-5—1-10-° mr/n [12],
COOTBETCTBEHHO.

Puc. 4. Xpomatorpamma 3Tnn0BOro cnupTa: a — oo
O4YNCTKN, 6 — OYMLLLEHHOrO pekTudukaumen, B —
OYNLLEHHOIO P3IEEBCKON ONCTUNNISILMEN.

Fig. 4. Chromatogram of ethyl alcohol: a — before the
purification, 6 — purified by rectification, B — purified
by Rayleigh distillation.

Tabnuua 3
KoHueHTpauusa o-dpTanaTtoB B paCTBOPUTENSAX A0 U MOCJe O4YNUCTKN paneeBckon guctunnaumnen, C-10% mr/n
(n=3,P=0.95)

Table 3
Concentration of o-phthalates in solvents before and after the purification by Rayleigh distillation, C-10° mg/I,
(P=0.95,n=3)

H-OkTaH OTaHOM TEXH.
[ekcaH «Kpnoxpom»
TY 6-09-3748-74 (TOCT 1830087)
Mpumeck
. nocne . nocne . nocne
WNCXOAHbIV WNCXOAHbIV NCXOAHbIV
OYUCTKM OYUCTKM OYUCTKM
OMo <1 <1 <1 <1 <1 <1
Jitelo} <0.8 <0.8 <0.8 <0.8 500+ 80 <0.8
Ji|510] 150 £ 30 <3 30 £ 6 <3 30040 <3
0ore <2 <2 20+4 <2 200+ 30 <2
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3akJoyeHume

MeTtogammn xpomaTo-Macc-CnekTpoMeTpun un
rasoBou xpomartorpadum nokasaHo, 4To parnieeBckas
OUCTUMNIALNS 9KCTPareHToB N03BoNsAeT 9PPEKTUBHO
yOoansiTb NPUMeECH TPyAHOMETY4YMX BELLECTB, a PEKTH-
dmkauumsa — nerkoneTy4mx coegnHeHni. KoHueHTpaums
NpYMeCcen B OYMLLEHHBIX SKCTPAreHTax He npeBsblluaeT
6:10-° — 1103 mr/n.
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