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"HHCTHTYT XMW BEICOKOYMCTRX BEwecTa PAH,
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Mectynuna 8 pegakyso 15 wicna 2005 ¢

Paapafortad meton a@OekTHEHOND KOHUBHTDUPOBAHAA NPMMECEN PINeeBCKOR AWMCTHUANALWER,
Onpegener MHTEQBAN CKOPOCTER MCNAPEHWA CNMDTA, NOIB0NAI0LAA GOCTUMAaTE 3HAYEHUA KoIddu-
UMEHTR KOHUBHTRURDEAHWA npumecen 13 5-98. MNpegens 0GHapyXeqHna HOPMADOBaHH LK NpMMecen
H-ApOnaHoNa, M3odyTanona, H-ByTancona, nacanunona 1 k-amunona cocraenni 0,03-0,002 wmr/n, a ne-
HATYPUPYIOWER npumecy anatkndranara - 0.0071 mr/n

Kpeinog Banentun Anekceesuy - OKTOD
XHMHUHECKHX HayK, Npodeccop, 3aBeqyiou i
KadreapoR aHANHTHYSCKOH XHMHH XHMHYECKO D
daxynsTera HUXEropogckoro rocynapcreeH-
HOoro ynueepcurera uMm H.H. fTlobaveeckoro,
Faseqyiowmwi naboparopuei aHanwTHYecKol
XHMMHM BRICOKOYHCTHIX BelecTs HHCTHTYTa
XHMWH BRICOKOYHCTHX BewgecTs PAH.

OBnacrTe HayYHbIX HHTEPECOB: AHANWTUYEC-
Ka8 XUMKHA BEICOKOYHEThIX BELECTE, 3K0AHANN-
THKA.

Astop oxkono 200 nyGnnkalni.

MuTn Anekcanap BavecnagoBdy — accHue-
TEHT kaheqpbl aHANHTHYECKOH XHMWKW XUMUYSC-
KOro hakynsTeTa Huxeropoqokoroe rocyqaper-
seHHOro yHuaepcuTera wm H.H. floGavesckoro.

O6nacTs Hay4YHbIX HHTEPEeCoB8: aHann3 miuje-
BbiX NDOAYKTOR i 0BBEKTOB OKPYNKIIOL| e
cpensl.

AsTop 4 crares.

Yeprwosa Onsra Opbesna - crapini Hay4-
Hbil COTPYAHKK NabopaTopHy aHanuTHYECKoH
XHMMUK BLICOKOYHCTRX BewjecTe HHocTuTyTa
XHMHHW BRICOKOYHOTHIX BewjectTe PAH.

OGnacTe Hay4YHEIX MHTEPECOB: AHaNHTHYEG-
Kafg XMMHHA BEICOKOYHCTHIX BELECTE.

Asrop 6onee 30 nyGndkalyWi.

Meinoea Enena BUKTOPOBHA — ACCHCTENT
Kagregpbl aHANHTHYECKOH XUMHWK XHMHYECKOrD
graxynsTera Huweropogoxkoro rocyqapcTeeH -
HOro yHueaepeutera wm H.H. Jlobavyesckoro.

O06nacTs HAYYHLIX MHTEPECOR! AHANU3 DOBLEeX-
TOB OKPYNSIOWeR cpeasl.

Aasrop 3 crarei.
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Y uerora aruaosoro enupTa o4eHs BAMKHA B IIPO-
MIBOICTEE BUHO-BOJOMHOA TpoayRIHi. [o npumec-
HOMY COCTARY ATIVI0BOTO CITHPTA BO3MOHHD YOTAHDR-
JeHMe UOTOUHHEA ero npoucxonieHnd. [pepensb
afiHa PYREHHA TPUMeced, J0CTHIAEMbIC B rasoBol
KpoMAaTOrpadgie ¢ naMeHHo- HOHM3a I HOHHEM J1e-
TERTOPOM HAXOLATCA Ha ypoeHe 0,1 MT /1 11 mo3so-
JIAIOT HAASHHO RKOHTPOMTHPORE T B OYWMLIIEHHOM K-
THHOUKALKME R CTIHPTE MeTAHOT, AUeTATBASTHIL 1
uaonponano | 1. 2], Cogepianie ocTaBHBIX. KAK
MPABHI0, HHHE YVBCTEUTEIRHOCTH AHAIN3A, H3-3a
Yero HepOanOH o CABMATEL OTHOIHAMHBIC BLIBOJILL O
MHUIIERBIX KAYECTRAX STHI0BOTO CcrIMpTa. Nopasjao
GONLUINMH BO3MOMHOCTAMNA 001A08ET XPOMATO-
MECO-CTICHTPOMET PUYECIITIT METOL, HO H3-38 BLICO-
I{I'.!ﬁ CTOHMOCTH TllJlITl;.']ﬁ[Jl 100 OCHATIeHMA OH MATO
Jocrynen [3).

BoaMOAHEM Y TEM CHIDKEHHA Faj0xpoMaTorpa-
(prierEHx Npefenos o0Ha PYIKeHIA NPUMECeil B ITH-
NOROM CTIMPTE ARNAETCH HCNOTR30BAHKE MTPeBapi-
TeaLHOro KoHUeHTpHpoBanua [4]. B murepatype
OIHCAHB METOAR JPOHTANLHOTD KOHUEHTPHPOBA-
HUA MPUMEccil ¢ PHMCHCHHEM LHEOTUTOB M CHMITH-
Karess B kayectee ycopentos |5, 6] i MeTob!
He HALLTH HIUPOKOro IpHMeHeHMA Ha-3a KaTaii-
TUHECKOH AKTHBHOCTH e U ToB |3] 1 nuarkoi ad-
theRTHBHOCTH KOHIEHTPHPOBAHHA CHBYIITHEIX Ma-
CE P HENONBIOBAHNN cHARKArend |6]. Boamoms-
HO KOHLUEHTPHPOBAHNE NPHMECeH METOA0M PEKTH-
thukanuy, OgHaro a1o TpeGyveT MPHMEHEHWA CIie-
UMAIEHOMN CA0MHON alnapaTypsl, B, HpoMe Toro,
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[IpH TEMIIEPATYPE PEKTH(IHMKALIHOHHONO KOHLIEHT-
PHPOBAHHSA BOIMOHCGHO MPoTeKanne NoboYHbIX peak-
LIM# ¢ Y4ACTHEM 3TH/IOBOTO CITMPTA, IPHBOAALIHMX K
06 pa30BAHKMIO IOHHLIX TPUMeceH aueTwibieriia n
PAAA CITOMHBIX S(UPOB.

Hamu paspafoTtaH npocToil MeTo/| KOHLIEHTPH-
PoBaHMA BHINEKHITALLIHX I'IFIH Mecell B 3THAOBOM
CIIMPTE C MPHMEHEHHEM paleeBCKOH JHCTHILTALIHH
[7]. Paneepckan IUCTH/LIALIMA POCTA B annapaTtyp-
HOM O(DOPMIEHHH M MOMKET ObITh OCYLLIECTBIEHA TPH
TeMmepatypax GaHaKMx K KoMHATHOH. [TpH ucna-
PEHHH CIHPTa MPUMECH MeHBLIEH NeTyIecTH Ha-
KAIUIMBAIOTCA B HCHAKOM KOHlIeHTpaTe, [Ipouece
MHCTH/UIANMOHHOTO KOHLEHTPHPOBAHWA OMHCHIBE-
eTcA ypapHeHnem Panen:
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rae K, - koadduumenT KoHUeHTpHpoBaHuA; V u V,
- 0f/beMbl KOHLIEHTPATA M MexXoaHoi npobel: C 1 C -
KOHLEHTPALMA npuMecell B KOHUSHTPaTe M HCX0/A-
Ho#t cMecH; - kKoadppHITHeHT pacnipefieieHHA [TpH-
Mecei MemRIy MapoM M HHAKOC T,

HaypasHeHnA (1) BuaHO, 4T KOS(PHIIMEHT KOH-
HEeHTPUPOBAHNS onpefenaeTcA KO3QQUIHEHTOM
pacrnpefeneHmn o ¥ 3AMETHO 3aBUCHT OT CTENeHH
cxarna npobu V, /V, . TIpuHMMan B kKaYeCTBE NMpak-
THYECKH JOCTHHHMON cTeneHH crwaTHA npolhu
V./V, = 1/100, nonyqaem, 9TO Aame MpH yMepeH-
HbIX koaddmumenTax pacnpenenesus o 2-10, xa-
paxTepHLIX 114 HopMmupyemsx FOCT P 51652-2000
CHBYIIHBIX Mace], KoahQHUIMEHT KOHIIEHTPHPOBA-
Hia K, MOMeT A0CTHraTh CoOTBETCTBEHHO 10 - 60.
370 cymecTBEHHO AIA CHHMEHHA npeaenos ofHa-
PYHeHHA JaHHBIX BELIECTR.

OTHOCHTENLHAA NOTPELIHOCTE ONpee/leHHA
npuMecei ¢ KOHUEHTPHPOBAHHEM BhIPAMALTCA:
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C HCrnonb3oBAHHEM B3BELUMBAHHA HCXOQHOIO
CITHPTa M KOHLEHTPATA OTHOCHTEILHAR MOrpeL-
HOCTL @ He MpeBbllaeT 0,01, OTHOCHTE/IBHASA IT0-
rPelHOCTE OMpeie/eHHA MPHMECEH B KOHIIEHTpaTe
coctasanet 0,1-0,15, a oadpunmenTta pacnpeje-
nenua 0,05-0,10. Takum ofpasom, faKe TPH 018X
HeucnapedHoi suakoctn V /V,0,01-0.03 cymmap-
HaA OTHOCHTENbHAR MOrPEeUIHOCTE ONPeAeIeHHA

npumecei He npessnuaer (0, 11-0,18.

SKcnepHMEHTANBHAN YACThH

AHMCTHIIALMOHHOE KOHUEHTPHPOBAHHE 3THO-
BOCO COIMPTA OCYIILECTR/UTH B Ipubope, H3o0pakeH-
Hom Ha puc. 1. OCHOBHLIMM JeTAIAMM AMNMNADATA 1A
AMCTHLIALMOHHOTD KOHLEH TPHPOBAHMA ARTAIOTCH
cocy/ 3, B KOTOPOM HAXOQUTCH TNeperoHAaeMslit
COHPT, npuemMHan Konba 8 u Tpofinmk 6 15 BARYY -
muposanusa, CTertanHbI cocyl 3 BEINIOAHEH B BHIC
UMAHHApa JHameTpoM 12 oM ¢ [IoCKHM AHOM, B
KOTOPOM MMeeTed yryGnenne s c60pa KOHIEHT-
paTa obbemom 0,5-0,8 mu. Maonauua ciiupTa oT oK-
PYHAIONIEH CPelhl OCVILECTRIANACK © TOMOLLILIO fec-
cMA30YHBIX KpaHoB 4,6,7, HaroToBIeHHLIX W3 CTEX-
aa u proponnacra, OraenbHbIE AeTAIH YCTAHOBKH
COEMMHATHCE C [TOMOILBI) KOPOTHHX OTPEe3KHos X10p-
BHHWI0BOH TpyOKM 5. [0 repeMeltiMBaiMa ClIHpTa
BO BpeMA UCIIAPEHHA MCIOIb30BAIACE HHKEIeBaA
MATrHHTHAA MelIATHA 2, 3aradHHan B TOHKOCTeH-
HbIH CTEHAAHHBIA KAMMAAD, CROpoCTE BpatleHuA
Melaiki coctapnana 50-70 oGopoToR B MUHYTY.
INpu GoasLnx crkopocTAX Halmogantock obpasosa-
HHE My3bipell, MPUBOANMBUIMX K HEPABHOBECHOMY
yHocy criupTa. [Tepe/ sKCnepUMEeHTOM C IMOMOLLBIO
(popBakyymMHoro Hacoca 2HBP-5/IM saxyyMuposa-
7T COCY/L-TTPHEMHMEK B, 2 3aTeM NPH 3AKPLITOM Kpa-
He 7 OTKAYMBAJIH OCTATOMHLIN BO3IYX M3 cocyaa 3
co cnuproM. O6BeM clHpTa B KoHUeHTpaTope 3 on-
PEIeNATH TI0 MACCE CITHPTA PA3HOCTHRIM METOLOM
BaRECHIMBAHMEM HA Becax Sartorius A2005. OGbem
HMCXOQHOTo criupTa ofs4Ho coctasial 30 - 70 s,
JUCTHIAALMOHHOE KOHIEHTPHPOBAHME TROBOLMIN
Ao ocTaTodHoi Macekl KoHUeHTpaTta 0.24-0.39r,
yto cooTseTeTBoBAN0 06LEMY 0,31 -0,52 M.
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Puec.1. NpuBop gnA KOHUBHTREPOBAHKA BAKYYMHOA ORCTIANIALW-
€R. 1 = MATHWTHER MEBLIANKE, 2 — HUKENEEaR MEWanKa;

3 — woHuenTpaTop; 4.8,7 - BECCMAI0HHLIE KPEHEI
§ — coBgMHHTENBHEE TEYEKA, B = NpHaMHNK
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CropocTe HCNAPEHHA CTHPTA PEryIHpPOBATACE
HHTEHCHBHOCTEIO HAMPEBAHMSA COCY1A MCIIApPUTENA
M OXTAIKIeHHEM TPHEMHHEA KoHaeHeaTa. Temie-
partypaHcnapuTeis cocTastama 20-30°C, kouneH-
catopa - 0°C. B KauecTBe MOAEILHOrD BEILeCT A He-
MOALIOBAICH MHmesol cnupt FOCT P 51652-2000
["Crmpr oTHnoBbH perTHdHMEOBAHALIN Ha MHIeBo-
ro ceipsa. Texuuaeckue yoaopua”), B cnupr Bsoam-
JAHCh NIPUMECH H-Tponanoia (x.4.), usofiyranona
(TOCT 6016-77). n-GyraHona (X.4.), H3ocaMMIOAa
(MOCT 5830-79) 1 H-amunona (x.u.). KoHnesTpupo-
BAHHE NPUMecel NPOBOIHMIOCE TAKHKE KAk H3 Tex-
HH4eckoro cimpra (FOCT 18300-87), tak u ua nma-
LIEBOTO, A0MHIIEHHBIX pekTHhHIpeH 8],

lMasoxpomarorpatiiueckHit aHANNA CIHPTA Npo-
BOAMICA Ha XpoMaTorpadee Shimadzu 14 B ¢ naa-
MEHHO-HOHHIAIMOHHEIM AeTekTopomM. Pasaenenme
npHMeced ocyiecTRIANOCE B KosoHke HP FFAP
60 M x 0.32 mm (d, = 0.5 Mm). Yenopra aHanHaa
COCTARIANM: TEMMepaTypa uenapurens 190°C; rem-
MepaTypa koAoHKH - 75°C (7 son), Harpes 15°C /yMun
a0 220°C (28 MuH), 06BeM BBOAHMOF 1polikl cOCTAB-
Jifa 1 MK B kavyecTee ra3a-HocHTENA HCTOThan-
BaslcH a30T [V =1,2 M/ MHH), e1eHHe MOTOKA a3 -
HOCHTEMA GbL10 paBHBIM 1:50.

PeayasTaTe! H ux obcysgenne

Ha pre. 2 npepcrasiena saBicHMocTb ader TH-
Horo koadprenTa pactpeencHHA TpUMeceii ot
CRODOCTH HCTIAPEHMA CTTHPTA.
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Pue.2, 3asrciwocTs adidestnanonn xoafuuvenTa
PACARBABNEHNA ¢, OT CXOPOCTA NRPEroHM Y
1 - ana #-Bytasona, 2 - gn#A waoByTanona.

Buapo, UTo & yMeHBIEHHEM CROPOCTH HCNApeHHA
oT 2-107 mun/em’c o 7-10°° M/ em?e BeIHHHHB KO-
atppuenTa pacnpegeaeHus BoapacTaoTs |,5-2
paaa. FaBHoBecHoe snadenne koadbuimenTa pac-
MpeaeaeH|A JOCTHTAeTCA PH CKOPOCTH HCTTAPeHMA
S 3107 mu1/eme. JKCIIEPUMEHTEI 110 KOHUEHTPHPO-
BAHHIO ITPHMecel B pEATLHBIX 06 pa3nax nposoau-
JIHMCE [TPH CHOPOCTH Menapedns (2-3) 109 v/ emie,
B rafin. | npeacrapiensl akcepHMeHTaANLHEIE 3HA-
HeHHA KoaPUIMEHTOB KOHLIEHTPHPOBAHMS [TPHMe-
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cel M pacCYMTAHHBIC HA HX OCHOBE 10 BbIPaKEHHIO
(1) koachpMumerTel pacnpefieIeHIA, TAM e NpHBe-
AEeHBI MX THTEPaTYPHLIE 3HAYCHUA [UTH TEMIIEPATY -
phi, GIH3IKOH K YOTAHOBAEHHOH B SKCIEepUMeHTaXx,
Buauo, uro HaBnwgaeTeA Xopoulee corTacHe DKe-
MePpHMEHTATEHEBIX M THTCPATYPHBLX auayeHniy, Ko-
athHUMEHTR paclipede/ e HHA ONMpeaeIANHMCh B HH-
TEPBAIE KOHUEHTPALMH npumecei 0.03 - 10 mr/n.
CTaTHCTHYECKH 3HAYMMMOr0 DA3ITHYHA He ofHapy-
HEHO, 4TO NOATBEPHJIALT HE3ABHCHMMOCTE Koo -
LIMEHTOR PACTIPEACTEHNA MOJTERVIAPHBIX TPHMEecei]
OT KOHLEHTPAITH B 061aCTH MUKpOCOepHaHuii 7).
SHaueHUA KoadpHUIHEHTA KOHLEHTPHPORAHNA 18
NpUMeceil CMBYIITHLIX MACeT BETHEN H COCTABIAIDT
13.5-54.2. BO3MOMHOCTE KOHLIEHTPHPOBAHNUSA 1e-
HATYPHPYIOIIMX J00aBOK ITPOJAEMOHCTPHPOBAHA HA
NpUMepe NpeMecH JUaTHAQTATATa, B rayecTre
MOSENH NCTIONEIOBATCA OUHILEHHLIT CTTMPT ¢ 1obas-
woi raTundranara (310 mr /). Ma taGmiwus: Bua-
HO, 4T0 BETHYHHA koathdHuMeEnTa pacnipe/leaIeHIA
s auarwigranata cocrapnAaer 233220, Bronoapo-
MAET JOCTHIATE KOB(PPHUUHMEHTA KOHLIEHTPHPORA -
HHSA HA YPOBHE TBYX MOPATKOB M oH (hakTHYECKH 01-

PEAETACTCH CTENeHBIO CHAaTHA PolLL.
Tabnuua 1

PesynetaTel onpenengHsn  kosdHUWEHTOE
KOHUEHTPMPOBAHWA W PACNDESENEHUA NpUMECER,
HOPMWDYEMBIX B ITWNOBOM CnupTe (T=22°C)

Mpumecs K, e} o [9]
n-C,H,0H 13,6¢1,2 23403 24x0,1
i-CH,OH 247422 3,3+0,4 -
n-C,H.OH 41,239 52407 5,010,25
i=CH, OH 63,7458 10,2413 .
n-CH, OH 64,2159 10,4214 10,0£1,0
C,H,COOCH,) | 981£96 233220 .

*Ona V¥, = 0,01

Ha pue.3 npeacrasietbl XpoMaTorpaMmel 100-
YHLLIEHHOTO MHILEBOTO M MTHAPOAH3HONO CIIHPTOE [8)

A0 R NOCIe KOHUEH TPHPOBAHHA.
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Puc.3. Xpomatorpasmel O0MHUEHHDrD THARCMKIHOro(a)
nawesoro{B) cnuproa oo KoHUEHTDHDOBAHNA
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Crenens caaTid npobe V /V, coctansnana 0,01
- 0,0097. H3 pUcyHKa BHAHO, ¥TO B HCXOAHBIX 06-
pasuax crnupra npUMecH He 3apericTPpUpoBaHb.
[Nocae ROHUEHTPHPOBEHMA OIPEIETEHL] ITPHMECH H-
nponaxona, naofyranona, n-Gyradona, H30aMHUI0-
BOFO CIHPTa M YRCYCHOI kHeaoTsl [puc 4). CoorHo-
HIEHME CHIHAL- Y M 418 00Ha pYHeHHBIX TpHMe-
cedl coctasuno 4:1 - 25:1, a xonuenrpawa - 0.01-
0,04 mr/n. Ma xpoMaTorpaMM Takwe BUIHO, 4TO B
KOHLEHTpaTAX COALPHATCA HEMAEHTHRHUHPO-
BAHHBIE TPHMECH, MEHee TeTYUHe, YoM H30aMH-
Joa.

MB
70

&0

5
40
4
304 8 .;'
1

! LJ

2 3 g
10

7.5 100 125 150

h—~L\u---n--n-l-..ld-r----‘--v---

50 7 ! : :

175 200 225 s

Puc.d. Xpomatorpammsl GO0SMLLEHHDID NAODORRIHON (2] W
MAWEBCrD (B) CNUMpPTOR NOCNE KOHUEHTDUPOBAHWA
1-H-npanadon, 2-vaobyTanon, 3-H-ByTancn, 4-wIoanmunoBLiA
cnupT, S-yrCcyoHAR kKuenoTa

B rafia. 2 npeacrasnedsl 3naqedua abcoaoT-
HOTo (MT) M oTHoOCHTeABHOr O (M /1) npeaenos of-
HAPYVHCHHA TPHMECEN Hay4eHHLIX BEILECTH,

Tabnwua 2
MNpegens razoxpomatorpatiseckoro oBHapyHEHURA
NPMMECEN B 3TUNOROM CNARTE, MIN

NPUMECS  ABCONIOTHLIAOTHODMTEN bHLI OTHOOATE b L
npegen, | Ges KoHUEH- |CHROHUEHTDM-
pr 107 | TpUpoRAHKA, | pOBAHMEM,

mrin mrin
n-C,H.OH 68,0 03 0,03
i-CHOH [ 20 0,1 0,004
n-CHOH | 20 0,1 0,003
i-C,H, OH 2,0 0,1 0,002
n-CH, OH 4,0 0.2 0,003
CH,(COOCH,), 1,8 0,09 0.001

Mpenen ofHAPYIKEHUA TpUMecei] ¢ KOHLIEHT-
PHPOBaHIUEM HAXOAWICHA M3 OTHOLIEHHA abcomoT-
HOTO Npeaena K MaRcHMaasHoMy ofsemy npoll
(100 ama) ¢ yueToM CTEDEHH HARTEYEHHS ITPHME-
ceit. BoaMosiHOe MOCTYIUIEHHA 3arpaaHeHni 13
AnfapaTyphl B IROUECCe ROHWEHTPHPOBAIIA YHH-
TEIBANOCKH OCYILECTHICHHEM KOHTAKTA | M7 cliHp-
Ta ¢ COACPHAHHEM MPHMeCe i HIIKE TIpeaeia nps-
smoro obHapysceinua. TeMnepaTypa Mmo/Uie piHBa-
mack Ha yposHe 30°C, BpeMi KOHTAKTHPORAHNA
cocTaBIAao 3 Haca, OTCYyTCTBHE CTATHOTHYECKH
AHAUMMEIX MAMCHEHHIA CBHAETEILCTBYET O Ha-
AEHHOCTH OUEHEA Npeacta ofHapyHeHnn © komn-
HEHTPHPOBAHNEM,

Takum o6paszoM, MPHMEHEHHE METOIA PEICCBC-
KO AHCTIVIALMA N03B0AET e RTHBIO KOHIIEH-
TPHPOBATE B 3THIOBOM CTIHPTE MPHMECH BEILTERH -
ALY BEWECTE M NOHH3IHTD Npejesst ux obuapy-
seHna g0 0,.03-0,001 ymr/n.
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