EESTI NSV TEADUSTE AKADEEMIA TOIMETISED. XV KOIDE,
FUUSIKA-MATEMAATIKA- JA TEHNIKATEADUSTE SEERIA. 1966, NR. 1

U3BECTHSlI AKAIEMHWU HAYK 3CTOHCKOM CCP. TOM XV :

CEPUS ®U3HNKO-MATEMATHUYECKHUX U TEXHUYECKHUX HAYK. 1966, Ne t

H. KJAECMEHT;i A« KACBEPI, -O. SH3EH

ONPENEJIEHUE TPYNINMNOBOI0 COCTABA
CMOJI U MACEJI METOILOM TOHKOCJIOMHOW XPOMATOTPAGU K

B mocnennee BpeMsi NpH aHalH3e OPTaHHYECKHX COELHHEHHI BMECTO GyMa’KHOH Xpo-
Marorpaui HayaJH IIMPOKO NPHMEHATH TOHKOCJONHYIO XpoMmatorpaduio — pasjieneHue
BEIECTB B TOHKOM cjioe ajfcopbeHta. B OCHOBHOM 3TOT METOJ HCHOJB3YIOT JJISI Pa3feseHilst
M OmpeJleJeHUsl MHAMBHAYaJbHOTO COCTaBa MHKPOKOJHYECTB MOJSPHBIX BEIIECTB, COJAEpPHKa-
U[HX TeTepOaTOMBl. 3HAUUTEJBHO peKe OH NPHMEHSIeTCsl JJIsl aHAJH3a YTAeBOJOPOLCB, Ha-
NpUMep apoMaTHYeCKHX coeiuHeHui [ 2.

IloMumo aHann3a cmecefl C MaJOYHCIEHHLIMH KOMIOHEHTAMH, HAa3BAHHLI METOH TMpH-
MEHEH JJIsi BbI/IeJIeHHs H3 CJOXKHBIX CMeceil OTJeJbHLIX KOMIOHEHTOB K JJIsi pasJelIeHiis
rpynn coepuHenuil. Tak, TOHKOC/IOHHYIO XpOMaTOrpaHIO HCIOJB30BAIH /s XapaKTEePHCTHKH
TPYNNOBOTO cocTaBa [¥] M NpOIleCCOB CTapeHHsi CMa30uHLIX Macen [‘], a TakKe IIT yCTaHOB-
JIEHHsl aHTHOKCHAAHTOB B HHUX [5 6]. Merox npumeHsiiicst u /sl ONpeesieHus KAMEeHHOYT0JIb-
HbIX M Da3HBIX BHAOB ApPEBeCHBIX cmoj [7, 8].

W3 naspanubix paboT, HMEIOMIHX KaueCTBEHHLIH XapaKTep, CJeLyeT, YTO B TOHKOM CJO&
paszensiioTes YrJeBOAOPOHble IPYNNbl: napa®uHbl, HAQTEHEl H APOMATHYECKHE COEIHHEHMS.
OTclofa BO3HHKAeT MBICJb O BO3MOXKHOCTH MCIIOJIb30BAHHSI TOHKOCJOHHOH XpoMaTorpadum
JUIS ONpeJesieHns KOJHYEeCTBEHHOrO I'PYNIOBOrO COCTaBa Pa3HbIX CMOJ U Macesa HedTAHOTO
NPOHCXOXK/IEHHS, a TaKKe MPOJAYKTOB TEPMHYECKOro pasJjozKeHHs TomiuBa. B mocaenune
10—15 Jner ¢ 3Toil LeJbi0 HCMOJB30Baau XpoMmarorpaduio B Komonkax. Ho sror meTton Tpe-
6yeT CpaBHHTEJbHO MHOIO BpEMEHH, B TeyeHHe KOTOPOro MaJjocTACGHJbHBIE BELIECTEa MOIyT
H3MeHsATbCs. PacXol MaTepHasoB TakiKe 3HayuTeseH. TOHKOCJOHHBIE METOJ JMIUeH 3THX
HE/I0CTATKOB.

MeroJ, TOHKOCJOHHOI XpomaTorpa(uu MOMKeT ObITh C yCIHeXOM IpHMEHEH IJIsi IoJyde-
HHSI KOJIMUECTBEHHBIX MJIH IIOJYKOJHYECTBEHHBIX DPEe3yJbTATOB KOJOPHMETPHUECKUMH, paiuo-
MeTPHYECKHMH, NpenapaTHBHBIMH H JApyrHMH crmocobamu ['9 ] Tlo TOYHOCTH Pe3yJIbTATOS:
caMblit 3 (PeKTHBHBI M3 HHX — MpemnapaTHBHAs TOHKOCJOiiHas XpoMmaTorpagus, rae KO-
YeCTBO PasJIeIsieMOro BElIeCTBA COCTABJSIET OT HECKOJIBKHX AEeCSiITKOB MHJIHrpammos [] ao
necatd rpamMmoB ['3]. BoJabuiasi yacTb MpemapaTHBHBIX PAGOT MOCBALIEHA Da3leJeHHIO HHIH~
BH/lyaJIbHbIX BEIIECTB.

B mepBoit uactu naHHON paboOTHl, MOCBSIIEHHOH pa3paboTKe METOxa TOH-
KOCJIOHHOTO OmpefiesieHUsi TPYMIOBOrO COCTaBa CMOJI, H3ydajach 3aBHCH-
MOCTb MEXKJAYy BEJHUHHOH TOBEPXHOCTH MNSTHA HaA CJO0E H KOJUYECTBOM:
BellecTBa B HeM. XOTd TaKHM CIOCOOOM TOJIYYaioT TOJBKO ITOJTYKOJTHYECT-
BEHHbIE Pe3yJbTaThl, OH JyUllle IPYrHX MO CKOPOCTH aHaau3da. [IpuMeHsIuch
nJacTHHKU pasMepoM 12X 18 cm, Tommuna agcopbeHTa — HeE3aKpeNJeH-
HOTO CJIOSI OKHCH aJioMuHHs cocTtaBasaa 0,5 mm ['1]. DmioenT — meTposer-
Hbiit a¢up, dGpakuus 60—80°C. [l meTeKTHPOBAHHS BeIECTB HCIOJb30-
BaJli Napbl ojeyma. B cayuae HACHIEHHBIX COEIHHEHHI, MOCJIe BO3XEHCT-
BUsl mapaMu SOs, MIacTHHKM HarpeBaad B cymmiabnoM mkady npu 2007
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B cayuae 3akpemieHHOro c/josi XO-
pOLIMM peaKTHBOM Ha YIJIEBOAOPO-
Abl SIBJISIETCSI TakiKe pacTBOp Iis-
TUXJ0pUCTOH cypbMbl [6]. CHauaga

Tabauya 1

Rf HHAWBHAYAJIbHBIX COEJMHEHUH B TOHKOM
CJIo€ OKHCH aJIOMHHUS

CeJIEKTUBHOCTb pas3JesieHuss Hu3ydya- R
JIM Ha UHIUBHYaJJbHBIX BELIEeCTBaX. T J
B Ta6Jmue“ | npuBeneHnl Rj 3TuX e O S
COeJHMHEeHHUH, IOJYYeHHbIe B JBYX
napaJiieJbHbIX ombIiTax. Pesyabra-
Thbl TIOKa3bIBAIOT, YTO KHCJIOPOJHbIE T‘II_IOILGKaH 882 8857’
x -1 ekcajeneH
HEHHUS pPasensiioTCsl XOPOLIC : ,
cosiuue Pas ¢ ? > JIHIMKJIOTE€KCHII 0,93 0,93
a YrieBOJOPOABl — HECKONBKO XY-  Teganun 090 092
Ke. TeTpaJauu 0,83 0,87
Janee uayuanach BO3MOXKHOCTh Alr/lladlranmr 8% 8;(7)
: a ETHJAIHKJIOTeKCaHOH ) B
ONpEJIeJIeHHs [PYNIOBOrO COCTAaBa  yooo oo o 0.33 0.32
110 BeJUUYHHE IIOBEPXHOCTH IISATEH. Bensodernomn 0.32 0.33
[Ipu 3TOM HCHONB30BANHCH pasHbie  2-Hadrox 0,09 0,08
(pakuun ClaHIeBOH CMOJbI, KHNd-  Pesopuun Ha mecte

wue B npexenax 200—350°. Macna
(2—5 me) HAHOCHIM HA IJIACTHHKY
KaJnOpOBAHHBIMU CTEK/ISHHBIMH Kanuaagpamu. Ilocie smonpoBaHus meTpo-
JEAHBIM 3HPOM pasjieseHHble NTPOOLI JeTeKTHPOBAJN apaMu oseyma. [Ipu
3T0M 00OpasoBajoch 6—10 pasHOUBETHBIX ISIT€H, IOBEPXHOCTh KOTOPBIX
yMeHbIIaJacCh WJIH YBEJHYHMBAJACh B 3aBHCHMOCTH OT H3MEHEHUS TeMmmepa-
TYPBl KUIIEHHST CMOJIBL.

W3BecTHO, YTO MeXKAY BEJIHYHHOH IOBEPXHOCTH NSTHA K JOTapU(MOM
KOJIMYECTBa Bel[eCTBa B HEM CYIIECTBYET JHHeiHas cBs3b [!Y]. B Hacrosmiei
paboTe AJs1 U3yUeHHs KOJIMYECTBEHHOH 3aBHCHMOCTH H3MEHSJIH KOJHUYECTBO
BEIlleCTBA ¥ B KaxKJOM OIIbITE H3MEPS/IH MJIaHUMETPOM HOBEPXHOCTH MSATEH.
BBISICHHIOCH, YTO TaKUM CIIOCOO0OM TPYyAHO TOJNYYHTh KOJHUUYECTBEHHDIE
pesyJbTaThl; MPUYHMHONH HETOYHOCTH SIBJSETCS pas3Hass CKOPOCTb pPeaKUUn
OTHEJBHBIX TPYII NpH AeTeKTHpoBaHHH. OgHAKO Mg ObICTPOH MpHOJIU3H-
TEeJbHOH OLIEHKH COCTaBa Mac/ja 3TOT METOJ MOXKHO BCEC ¥Ke HCIOJb30BaTh.
[Tpu napaJ/ielbHOM pasfie/eHUH Ha MJAacTHHKe Mac/Ja HeH3BEeCTHOrO COCTaBa
¥ mpo6bl ¢ M3BECTHBIM TPYIIOBBIM COCTABOM JIETKO CPABHUTL COJAEPIKaHHE
KaxJ0# TPYMNIBL.

C 1eapio MOJyYeHHs TOUHBIX KOJHUECTBEHHLIX Pe3yJabTaTOB, pa3paboTKy
MEeTO/a NPOAOJKAJNU, NIPUMEHAs NpernapaTHBHLIN Crnocoo.

Jisi mpemapaTHBHOTO pasfjeneHuss OOJBUIMX KOJHYECTB BelIeCTBa
(o 10 2) wucnoab3yloT maacTuHKH pasmepom 20X 100 cm ¢ Tous-
muHoH caos b mm [1¥]. Tagk Kak mjs ompeaefeHdss TPYNNOBOrO COCTaBa
MOKHO OOONTHCH H 3HAUUTEJTHHO MEHBIIHM KOJHYECTBOM MaTepuasa, HaMu
HCMOJb30BAMUCh TJAacCTHHKH 24 X 24 cm, TOJIIHHA HE3aKPEMJEHHOTO CJOs
OKHCH anioMuHusA 6b11a 2 mm ['°]. Meronuka aHasnu3a mpeicTaBieHa Ha NpH-
Mepe pasfieleHus OfHOH (paKIUU CAAHLEBOH CMOJbI (MPOLYKTHI MEPErOHKH
c/Jalla B TYHHE/bHBIX Meuax), KUMsLed npu atMochepHOM JaBJIEHHH B Npe-
nenax 285—296°. Yskoxkunsiuas ¢pakuus Oblia BeiOpaHa B JAHHOM cjayuae
A5 6o/1ee TIOJNHON XapaKTEPUCTHKH pasfieseHHst MEeTOJOM Tas30-2KHIAKOCTHOMH
xpomaTorpadui.

Pasnensemoe macio (HepasGaBieHHOE) HAHOCHJIHM Ha CTAPTOBYIO JIHHHIG
(I cm oT Kpast MIaCTHHKH) MHKPOIINMpPHIEM eMKocThio 100 mk4. Daoouposa-
HHE MeTPOJIHHBIM 3(HPOM MPOJ0JKAJNOCh MeHee yaca. [si OTMETKH MOJ0C
paseseHHOro BellleCTBa MJIACTHHKY OCMOTPEIH B YJIbTPa(HOJIETOBOM CBeETE.
OTMeueHHbIe MOJIOCHI OKHCH AJIOMUHHSA cOOMPANU C MJIACTHHKH B MaJeHbKYIO
JIOBYLIKY CTPyeH BO3JyXa BOJOCTPYHHOro Hacoca. AncopOeHT Hacbllalud B

7*
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Puc. 1. Toukocsofibple XpoMaTorpaMMbl (paKkLiH ClIaHIEBOi cMOJH. IIpaBas wacTh Xpoma-

Torpammbr (mosiocer 1—X) mnosyuena OXHOKPATHBIM 3JIOMPOBAHHEM IETPOJIEHHBIM 3(HPOM,

JieBasi 4yacTb (mosmocel Ia—VIa) mpexacraBisier Ty Ke XpoMaTOrpaMMy MOCJe BTOPHYHOTO
3JIIOUPOBaHHs XJOPO(hOPMOM-3THIAIETATOM.

CTeKJsIHHbIe (HABTPOBA/JbHbIE BOPOHKH. JIJ5i BBIMBIBAHHS YIJIEBOAOPOJIOB
UCIOJB30BaNH alleTOH, KHCJOPOAHBIX COEIMHEHHH — STHUJIOBBIH CIHPT.
PacrBopurens (~20 ma) cobupau B MajgeHbKHE KOJIGOUKH CO CTEKJISTHHBIMH
wandamMy, KOTOpble B3BeIIMBAJH Ha aHAaJWTHUECKHX Becax. PacTBopuTe/ib
OTTOHSIIM NyTeM HarpeBa Ha HH(PaKpacHON JaMmIe, OCTATKH ero HCIapsian
B BaKyyMe BOJOCTPYHHOro Hacoca. [locje B3BeIIMBAHHS OMpeNessiii IOKa-
3aTe/M TNPEJOMJEHHS H, B Cayyae HaJOOHOCTH, MPOM3BOAUJIU Ta30XpoMa-
TOorpauuecKuil aHaaua.

J1s1 onpeneneHds MaKCUMaJbHOTO KOJMYECTBA Pa3esieMOro BELIeCTBa,
Ha MJIACTHHKH HAaHOCHJAM cooTBeTcTBeHHO mo 0,12; 0,25; 0,50 u 1,00 2 cmouibL.
TTocne xpomatorpaupoBaHHsl IPH OCMOTpPEe IJIACTHHOK B YJIbTPA(HOTIETO-
BOM CBETE BBISICHHJIOCH, YTO YeTKOCTh Pa3[le/IeHUsI HAa TpeX NePBBIX IMJIaCTHH-
KaX OJMHHAKOBa, a Ha TOCJeIHEH HECKONbKO XyxKe. [1o3ToMy B ciexyromux
onbiTax paspensiin B cpennem 0,50 e cMoOJBI.

PesynbraTel pasneneHus (QpakLU{d CJIAHIEBOH CMOJBl BbIIIEONHCAHHBIM
cnoco6oM mpuBeneHbl B Taba. 2 (ombiT 1) u Ha puc. 1 (mpaBas CTOpOHA).
ITocne amonpoBaHHs HA TJIACTHHKE IPH OCMOTPE B YJaAbTPA(UOILTOBOM
cBeTe ObLIM BUAHBI Mojockl I—X, KoTopble Ha puc. 1 oTMedeHbl Kak 00/acTh
«ITEPBOTO 3JTIOHPOBAHHSI». ;

ITonocs I—VI  (KucaopoaHble COEAMHEHHS) HMMEJH pasHbie OTTeHKH
1BeTa; B Hayaje XPOMATOTPAMMBl KOJHUECTBO MOJOC OBLIO CTOJNb BEIHKO,
YTO MPAKTHYECKH HEBO3MOXKHO OBIIO BBLIJENUTHL BCE OTAEJBHO.

[Tomoca VII cuipHO ¢aayopecunpoBasia, U BeLIeCTBO, BLIJeJEHHOE H3
3/110aTa, OBLIO KPHCTAJNJIHUYECKHM, 4YTO yKa3blBaeT Ha MNPHCYTCTBHE B HEM
ApOMaTHYECKUX COeJMHEHHI ¢ KOHJeHCHpoBaHHBIMH siipamu. Ilomoca VIII
¢JayopecipoBana 3HauHTeIbHO cjaabee; ee IMOKasaTesb IPEJIOMJIEHHST TOBO-
PUT O TOM, 4TO B Hell ObUIM aJKHJIapOMAaTHYECKHe COeluHeHus. (JcTajbHast
YacTh XPOMATOTPAMMbl (10 KOHIA IJIACTHHKH), COAeprKallas OJe(pUHE,
HadTensl, mapaduns, He (uayopecunposana. is omnpeesieHHsi MecTOHa-
XOXKJIeHHs 0JeGUHOB MJIaCTHHKY cTaBuIn Ha 30—60 cex B 3aKpPBITBIA COCYT,
conepxaituit mapel 6poma. ITocse gecop6uun u3beiTka 6pomMa Ha IIaCTHHKe
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oOHapy2KKBaJaack 10Joca oJe-
¢huHOB, HMelolLas ca1a60-po30-
ByIO OKpacky. JleTeKTHpOBa-
HHe TaKUM CrnocoOoM Hexke-
JIaTeJIbHOTO BJIHSIHHS Ha pe-
3yJbTAThl aHa/JIM3a He OKasbl-
BAJIO.

@pakuun VIII, X u X
UMead OpPOMHBIE YHCJa COOT-
BercTBeHHO 29, 63 u 18. dTn
JlaHHble, a TaKKe MOKaszaTeln
npesoMJaeHuss (Qpakuuid yka-
3BIBAIOT HA HEUYeTKoe pasje-
JieHHe HeapoMaTHYECKHX Yr-
seBojgoponoB. IIpu sToMm, on-
HaKo, CJIeyeT OTMETUThb, 4TO
B BBICOKOMOJIEKYJISIDHOH 006-
JacTH HHM OJHH XpOMaTorpa-
(uueckuit METOA He daeT XO-
polllero - pasiesNeHus  3THX
TPy

Ha puc. 2 wn3o0pakeHbl
raso-KHIKOCTHblE  XPOMAaTo-
rpaMMbl TOHKOC/JIOHHBIX (PpaK-
uuit VIII, IX u X B moasipHeit
KoJIOHKe (XKuakasi pasa — 110-
JAH3THIAEHr KoL 4000).

W3 pucyHKa BUAHO, 4TO CO-
crap ¢pakuuu VIII pesko ot-

Tabauya 2

Marepuanbubiii G6asnanc pasgeneHusi Qpakuuu
CJAHIEBOH CMOJIbI B TOHKOM CJIO€ OKHMCH AJIOMHHIS

Ne ombiTa
[TokasaTeau
I ’ 2 } 3
KosnyecTBO CMOJIBI,

me 490,5 4725 519,2
Brixoa, me 468,0 451,0 507.5
Brixon, sec. % 95,7 95,0 97,6
He BelecTBa

Howmepa mnousoc Pacnp:ﬂ;g;gcax' (;3
= Ta 22.2 (8,0) (8,6}
ke ke 13,1 (4,2) (4,1)
HURER R E:T 45 (5.8) (5,6}
1V, IVa 4.7 (6,3) (6,7)
ViV a 1,6 (9.1) (8,4)
WAE AV 1,8 (12.9) (12,6}
VII 14 iL&y 23
VIII 14,3 13,1 153
IX 24,4 26,5 26,4
X 12,0 12,9 10,0

* PesyabTaThl, OKa3aHHble B CKOOKax,
MOJyueHbl ABYXKPATHLIM 3JIOHPOBAHHEM.

JUYaeTcs OT CJeAyIOLIHX, ra3oxpoMaro-
rpaduueckue XapaKTePUCTHKH KOTOPBIX
6a1u3Kd. KowuecTBO KOMIIOHEHTOB BO
(pakuusX HACTOJBKO BEJIHKO, UTO OT-
JleJIbHBIe TTHKU He BBLIAENSIOTCH.

Kax BwIsicHsieTcst U3 puc. 1, rae orve-
yeHa TaKKe KOHIEHTpallusl BelllecTBa B
cJ10€, TpPH 3JIOHPOBAHUU IETPOJEHHBIM
9(1pOM KHCJIOPOJAHbIE COeIMHEHUS H yr-
JIEBOZIOPOJBl OTAEJAIOTCS XOPOIIo, 00e

Puc. 2. Ta30-KHAKOCTHbIE XPOMATOTPAM-
Mbl TOHKOCHOHHBIX (pakuuin VIII, IX u X.
YeaoBust xpomatorpaupoBaHusi: XpoMaTo-
rpad «[lail» ¢ panuMoakTHBHBIM AETEKTO-

pOM; AJHHA KOJOHKM — 1,2 M; HENOABHK-
vasi ($asa — noausTHIEHT UKo 4000,
209 ot HocuTens — ueaurTa 545; xpo-

0 20 40 60 MuH

matorpadupoBanue Besoch mpu 175% pac-
Xxoj aproHa 60 ma/mun.

TPpynnbl cOCpeaO0TOYEHBl B MPOTHBOINOJIOZKHBIX CTOpPOHAX TMJACTHUHKH. Cepe-
AHHa TJIACTHHKH MOYTH myCTad. Taxkoe pacnopejiesqieHHe CMOJIBI HABOJIHUT Ha
MBICJIb O BOSMOZKHOCTH HCIIOJIbBOBATH MYyCTOE MECTO Ha IMJIACTHUHKE IJisd 10-
IMOJTHUTEJIBHOTO pasgjaeseHuss KHCJIOPOIHBIX coelMHeHVH OoJee NOJIIPHDBIM

PAaCTBOPUTEJIEM.

Ilpu ABOMHOM 3/I0MPOBAHHU BELIECTBO Pa3elsiii CIepBa NETPOJeHHBIM
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3(UpOM, KaK ONUCAHO BbILE, I0OCTE YEro OTMeYadd Ha MJIaCTHHKE YT/IeBOJ0-
poaHbie noJaockl. IIpy BTOPUYHOM 3/IIOHPOBAHHH HCNOJB30BAJH CMECh XJO-
podopma u stunanerata (9:1); snroupoBanue nMpekpaiiasu mocae Toro, Kaxk
paccrosHue Mexay (POHTOM pPACTBOPHUTENST U MOJOCOH MOJUIUKINYECKHX
YIJ1€BOJOPOLOB (CHABHO ayopecuupyomas nojgoca VII) mocrurano 1 ci.

Ha puc. 1 (B 1eBOM HHMIKHEM YIJy) NMOKA3aHO, KaK BBITJIsALe]a BTOPHIHO
3JII0MpOBaHHAsl 00/1acTb B YJAbTPa(UOIETOBOM CBeTe. Tam zKe mNpeacTar-
JleHa KOHI[eHTpallusl BelllecTBAa Ha muacTHHKe. MaTepuanbHblil 6asaHC ABYX
napaJienbHblX ONBITOB C BTOPHUHBIM 3JI0MPOBAHUEM IIPeACTaBJIeH B Ta0J. 2
(onbiTh! 2 u 3). ITocsie BTOPHUYHOTO 3JI0UPOBAHUS KUCJIOPOAHbBIE COeAUHEHHS
TaKkKe paslefuuch Ha mecth nojoc (mosockl la—VI1). [Tomoca IVa umena
HHTEHCHUBHYI0O KPACHYIO OKpackKy, W KOHIeHTpalus BelllecTBa B Hed Oblia
BBICOKOH.

OcHOBHOII 11€/1bI0 BTOPHYHOTO 3JIIOMPOBAHHS OBLIO H3YUHTH BO3MOMKHOCTL
OTJE/NHUTh TAKUM NyTeM (DeHOJbl OT HEHTPAJIbHBIX KHCJIOPOMTHBIX COeIHHEHHI.
‘Ppakuua cogepxana 18,0% denosnos. M3pecTHO, 4TO THAPOKCHIBHBIE I'PYTI-
TIBl aZCOPOUPYIOTCS CHJBHee, ueM KapOoHHJbHBIE [?], KOTOpBIE SIBJISIOTCSA OC-
HOBHOH YacTbhl0O HEHTpPaJbHBIX KHCJAOPOIHBIX COEIMHEHHUH CJIaHIEBOH CMOJIBI.
Ha puc. 1 uzo6paxkeHo KOJHUECTBEHHOE paclpejieseHiHe KUCIOPOAHBIX coe-
JIMHEHHUH B cjoe. BuaHo, 4To npu BTOPOM 3/IOHPOBaHHE IPOH3OIII0 UIBECT-
HOe KOHIIEHTPHPOBAHHE COEJWHEHHH y CTapTOBOH JUHHH U (PPOHTA PaCTBO-
putensi. Ilnsi BBIACHEHHS paclpejeaeHuss (EHOJOB XpoMaTorpaduueckue
¢dpakuun la—VIa pasbaBasgiu GeH30J10M M BBIAEASIH H3 HHX (QEHOJbI
10%-upim NaOH. Bananc KHCIOPOAHBIX COeIWHEHHH NPOBEPSJIN TaKKe OT-
JIeNbHBIM JIBYXKpPATHBIM XpomaTtorpadupoBanueM (eHoJoB H obecheHo/eH-
HOH YacTH HUCXOXHOH (ppakKIiHu CMOJBL. Pe3yibTaTel — cofepKaHue (PeHosoB
B XxpomaTorpadguueckux Gpaknusgx KHCJIOPOJHBIX COeJHHEHHH — TIPHUBEAEHBI
Ha puc. 1. VI3 prcyHKa BHIHO, 4TO pa3jeseHHe KHC/bIX H HEHTPaJbHBIX CO-
enuHeHn#t Heuetkoe. Ppakuuum la u Ila cocrosnu NpeHMMYLIeCTBEHHO M3
(heHOJIOB, B MOCJAEAYIONUX (PpaKuUaX KOHIEHTpPAallis HX yMeHbllanack, OAHa-
KO OHHM NpUCYTCTBOBaJH ellle B (ppakiusax Va u VIa. IIpuunnoi 31010 siBJe-
HHSI MOXKeT OBITh MPUCYTCTBHE caaboancopbupyeMbix (eHOJIOB, THAPOKCHIIDL-
Hasi TPynna KOTOPBIX 9KPAaHHPOBAaHA OOKOBBIMH LEMAMH.

JlJis1 BBISICHEHHST YETKOCTH pas3/ieleHks OTAENbHBIX KHCIOPOJHBIX COEeMdil-
HeHHII B Cjl0€ TPOMU3BOAHUIM Ta30XpoMaTorpa(uuecKHil aHaau3 @Qpakuui
Ia—VIa, a TakXe BbIeJI€eHHBIX U3 HUX (heHOJOB u obOecteHOeHHBIX (pak-
1uii. AHAJIH3 MPOBOMHUJCS C HCHOJb30BAHHEM HeNOJSPHOH amHe30HOBOH KO-
JIOHKH. PesynbraThl aHa/ M3a NPUBENEHbl Ha DUC. 3; TaM Ke IPUBEIEHD!
XpOMaTorpaMMbl MCXOIHOH (pakIHH cMOJsbl, ee (PeHOJOB M obecheHOsmEH-
Hoi uactd. Tak Kak aHajausupyemass Qpaxkuus CJAAHIEBOH CMOJIbI HMEeT
V3KHe INpefenbl KUIEHHs, [aBJeHHe IapoB ee OTJAeJbHBIX KOMIIOHEHTOB
MaJiO OTJIHYaeTCsl, MO3TOMY M KOMIIOHEHTBl BBLIXOJAT U3 KOJOHKU B MOPSAMKE
HX TOJISIPHOCTH — CIIepBa OTJEJbHOI TPYNIOH KHCJAOPOANBIE COeTHHEeHH,
ITOTOM yIJIeBOJOPOAbl. Kak U B TOHKOM cJsi0€, (DeHOJBl H HeHTPaJ/IbHbIe KHCJ/IO-
pPONHBIE COEIUHEHHST MPH Ta30XpoMaTorpauiyeckoM aHajJHu3e Ha OTAe/NbHbIC
IPYINbl He pasmensiiich. PHCYHOK IOKa3bIBAET, YTO TOHKOC/JIOHHBIE (BpaKilkil
KHCJIOPOJHBIX COeJHHEHUH He COoJAepKaT yrJaeBOAOPOJOB.

C menpio obserueHnst OOCYKIEHHSI Pe3y/JbTAaTOB NHKH MCXOJHOH M TOH-
KOCJIOMHBIX (paKumii Ha pHC. 3 OTMEYeHbl COOTBETCTBYIOLLUMH HOMEpaMI.
{Iuku (peHOJIOB HAa XpoMaTtorpammax 4YeTKHe, KOJIMYeCTBO HX Hebosblioe —
B NEPBBIX (PpaKIUAX MPUCYTCTBYIOT OJHH-IBA OCHOBHBIX KOMIIOHEHTA. 3aciy-
JKHBaeT BHUMAaHHs OGCTOSITENLCTBO, UYTO Ta3oxpoMaTorpaduieckie xapakre-
PUCTHKH (eHOJOB W HEHTPaJbHBIX KHUCJOPOAHBIX COeJHHEHHI OJH3KHU:
B OTHEJBHBIX MOJIOCaX UX KOJHUECTBO PaBHO, U HA XpOMaTorpaMMe OHH TaK-
JKe Jexar 6JH3KO.
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B nanmnom caydae rasoxpomarorpa-
<uyeckoe pasjesneHHe, Tak »Ke Kak U B
TOHKOM CJIO€, NPOHUCXOAUT B OCHOBHOM
TI0 MOJISIPHOCTH KOMIIOHEHTOB, H 00a aHa-
J1¥3a BO MHOTOM JalOT COBMajalollue pe-
3yJbTaTH. KOMIOHEHTHl, KOTOpPblE B IO-
JIIPHOM CJIO€ CHJIBHO aJacopOupyrOTCS,
OBICTPO BBIXOZAT M3 TOJSIPHOH ras3oxpo-
MaTorpathuueckoi KOJOHKH. 31ech Obl-
BAIOT Tak)Ke HCKJIOUeHHs: NMHK 4 coaep-
JKUT HECKOJbKO KOMIIOHEHTOB, KOTOpbLIE
pacnpenensitorcs Mexay nosocamu Illa
u Vla. <

PesyasraTel aHanusa mMOKasbIBAIOT,
YTO YETKOCTb pasjieseHHs] KHCJIOPOJHBIX
COEe/IMHEHNH B TOHKOM CJIO€ He yCTymaer
YeTKOCTH Ta30BOH XpomaTtorpauu —
KOMITOHEHTBl pas3/e/IMJIUCh Ha HHIUBH-
AyaJbHble coenuHeHusi. Pasjenenue yr-
JIeBOJIOPOZIOB OBIIO XY2Ke, HO €ro MOXKHO
VIYUIIUTh, IPHUMEHSAS B KayecTBe aJcop-
OeHTa CHJIMKAareJb BMECTO OKHCH aJIOMH-

uus. Ha cuaukarene yrJaeBOIOPOABI CHITb-
HEee aﬂ,cop6upy}oTcs;, YTO ITO3BOJIAET II0JI-
Hee UCNOoJAb30BATh NMOBEPXHOCTh MJACTHH -
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Puc. 3. Tasoxpomarorpatuueckasi XapaKTepHCTHKAa TOHKOCJIOHHOTO pas/je-
JIeHHsI KHCJIOPOJCOAep Kalleil YacTH CJIaHLeBoi cMosbl. Beepxy — Xpomaro-

TPpaMMbl: @ — HCXOJHOH Gpakunu; 6 — obectenoseHHoll HCXOAHONH (pak-
LHH; 8 — CyMMapHBIX ¢eHosoB ¢paknuu. BHH3Y — XpoMaTOrpaMmbl TOH-
KocofinbIX Gpakuuit: A — wucxoxueie; 5 — obecdenonennsie; B — de-

Hosbl. YCJOBHS XpomartorpadupoBanns: xpomatorpad «Ilai»; mmmna xo-

JIOHKH — 1,2 M; HenmojBH:KHAs (hasa — anue3oH L, 15% ot HOCHTE/sT — XpO-

aocop6a W; xpomatorpadupoBaHie BeJOCh MpH 200°, pacxox aprona —
60 malmun.
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Tabauya 3
CpaBHHTE/IbHbIE JlaHHblE ABYX XpOMaTorpauueckux MeToL0B
XpomartorpadupoBanue
ITokasareb =
B TOHKOM CJI0€ B KOJIOHKE

KonnuectBo pasiensieMoro BellecTBa, @ 0,5 20
Ancop6ent OKHCh aJIOMHHUS CHinKaresb.
Bec apcopbenta, 2 80 500
BecoBoe orHOmEHHE DPa3[essieMOro BellecTBa

U ajacopbGeHTa 1:160 1:25
Pacxon pactBopuTesen, mMa 150—200 2000
I1IpoaO/MKHTENBHOCT XpoMaToOrpadUpoBaHus, -

qac 1—15 i 8—12
ITpoa0/IKHTENBHOCTD BCIIOMOTaTebHEIX Onepa-

Hi, 1ac 5 5
CocraB (pakuuil CaaHIEBO CMOJBbI, 6eC. Y

napaduHel 1 Ha(TEHBI 10 T

ostepHHBL 26 17

aJKHIapOMaTHYECKIe COeJHHEeHHS 16

apoMaTHUYECKHE COEIHHEHHS C KOHJeHCHPO- 27

BAHHBIM SIIPOM 2
KHCJOPOJAHbIE COeAHHEHHS 46 49

K Oast U3 pazaenenus. IIpu 3ToM BO3MOXKHO NpHMeHeHHe Gosiee IMOJSPHBIX
pacTBopuTesel, NpuBOAsllee K 6o/jee YeTKOMY pasieseHHIo.

Ll xapakTepUCTHKH 000HX XpomaTtorpauuecKuX MeTOXOB (B TOHKOM
CJ0€e ¥ KOJIOHKE) MX CpaBHHTe/bHbIe JaHHble NpHBeleHBl B Tabua. 3. Tam xe
NPUBOJHUTCS TPYNINOBOI COCTAB CJAHLIEBOH CMOJIbI, ONpeaeeHHBIH 000UMH Me-
toxaMu. I1o 3THM JaHHBIM BHJIHO, 4YTO METOJAOM TOHKOCJIOHHOH XpomaTorpa-
hun OJqu:)HHOB nosyyalot 6oJblie, 4eM NPH pa3feeHHH B KOJOHKE, TaK KakK
B nocjeaHel OJqu)HHbI NeTPOoJeHHBIM 3(DUPOM MOJHOCTHIO He BBIMBIBAIOTCS I
BBIXO/AT M3 KOJOHKH BMeCTe C apOMaTHYECKHMH COeJIHHEHHSIMHU.

Bricokast ueTKoCTh pasfiesleHHsi TOHKOCJOHHBIM METOZOM O0ecrmeduBaeTC s
OOJIBIINM KOJIHYECTBOM aacopOeHTa, a KOPOTKOe BpeMs 3JI0MPOBAHUS JaeT
BO3MOXKHOCTb aHa/JU3HpPOBATh TaKxkKe MaJocTabu/bHble CMOJIBL

HemocratkOM MeTOfa sBJsieTCsi HeGOJIbIIOE KOJIHYECTBO DPa3aesisieMOro
BellleCTBA, YTO He INO3BOJISIET ONpeae/siTh TAKOH K/IaCCHYECKHH IOKa3aTelb,
KaK yIeJbHBIH Bec.

PaspaboTaHHbIH METOA yCHEIIHO NMPHUMEHSJACS A5 dHaaH3a PasHbIX CMOJE
M MaceJ CJIaHLEBOro IMPOHUCXOXKAEHHSI.

XpomarorpactupoBanne Huskokunsmux ¢paxuuit (150-—200°), mzas mpe-
JOTBpAlleHHs] yIeTyuuBaHHsi KOMIIOHEHTOB, IPOU3BOAHIH B CJ0Oe MEXKIY JIBY-
M$l CTEKJSIHHBIMH IIJIaCTHHKaMH.

Toukocnoitnol xpomatorpadueit BO3MOXKHO aHaJH3HPOBATh U HedTAHbIE
NPOAYKTHI. Bricokas ueTKOCTb pasjesieHHsi MO3BOJSET HCIOJb30BATh €€ Kak
B TeXHH4YECKOM aHa/H3e, TaK M B HayYHO-MCCJIEJ0BATEeIbCKOH pabore.

BriBOIBI

1. PaspabotaH MeT0] TOHKOCJOHHOH XpoMmMaTorpaduu AJsS OmpeaeeHi st
IPYNIOBOrO COCTaBa CMOJ U MaceJ, KOTOPBIH MO OBICTPOTE H YETKOCTH pa3-
JleJIeHHUS TIPEBLIIIAeT KOJOHOUHYIO XpomaTorpaduio.

2. TlonsipHble coennHeHHsl (KHCJIODPOJIHBIE, a30THCTble) pasfensroIcs B
CJI0€ Ha WHAMBHIyaJbHble COCJANHEHHUS.
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3. ®eHOJBI He OTIEJSIOTCS B aAcopOeHTe OT HeHTPaJbHBIX KHCIOPOLHBIX
COelMHEeHHUH, s UX ONpe/iesieHHss He0OXO0AUMO NIPUMEHSATh NPeIBaPHTENbHYIO:
[IPOMBIBKY 11eJI0UBIO.

JJUTEPATYPA

I Statwiic ki E SIS tanley T. W.. Elbert W..C. . PfaftiJ.-D;Anal. :Chem;: 36,
No. 3, 497 (1964).

2. Berg A, Lam J., J. Chromatog., 16, No. 1, 157 (1964).

3. Crump G. B. Nature, 193, No. 4816, 674 (1962).

4. Rey E, Erhart L., Bull. Schweiz. electrotehn. Ver., 52, No. 11, 401 (1961).

5. 3y6koBa H O, Typckuir 0. U, Teukuna B. U, Knwuxko I B.,, Xum. &
TEeXHOJI. TOMIWB. U Maces, Ne 8, 60 (1964).

6. Rey E., Electrotechn. Zeitschr., 13B, No. 11, 299 (1961).

7. Stahl E., Pharm. Rundschau, 1, No. 2, 1 (1959).

8. Stahl E., Parfiimerie u. Kosmetik, 39, 561 (1958).

9. StahlE., Ang. Chem., 73, 646 (1961).

0

. Stahl E., Dinnschicht-Chromatographie, Springer Verlag, Berlin-Go6ttingen-Heidel-
berg, 1962. .

11. Axpem A. A, Kysnenosa A. K., Toukocaoiinass xpomarorpadusi, M., 1964.

12 Millett M. A, Moore W. E,, Saeman J. F, Anal. Chem., 36, No. 3, 491 (1964).
13. Halpaap H.,, Chem. Ing. Techn., 35, No. 7, 486 (1963).

14. Seher A., Microchim. Acta, No. 2, 308 (1961).

15. Mistryukov E. A, J. Chromatog., 9, 311 (1962).

HHerutyr xumuu IMocrynuna B peaakIHIO.
Axademuu wayx IJcrorckou CCP 24/111 1965

I. KLESMENT, A. KASBERG, O. EISEN

OLIDE GRUPIKOOSTISE MAARAMINE OHUKESEKIHILISE
KROMATOGRAAFIA ABIL

Preparatiivseil alumiiniumoksiidi plaatidel lahutati 500 mg o&li tema grupikoostise:
maaramiseks. Tulemuste gaasikromatograafilisel kontrollimisel selgus, et hapnikuiihendid
lahutatakse ohukeses kihis individuaalsete {ihenditeni. Siisivesinikud eralduvad monevorra
halvemini. Fenoolid ja neutraalsed hapnikuithendid eri gruppidesse ei jaotu. Ohukeses.
kihis kromatografeerimisel lahutatakse ithendid selektiivsemalt kui kolonnis.

I. KLESMENT, A. KASBERG, O. EISEN

BESTIMMUNG DER GRUPPEN IN DEN OLEN MIT HILFE
DER DUNNSCHICHT-CHROMATOGRAPHIE

Zur Bestimmung der Gruppen wurde 500 mg Ol auf prdparativen Aluminium-
oxidplatter: getrennt. Bei der gaschromatographischen Auswertung der Ergebnisse wurde-
bestimmt, dass die Sauerstoffverbindungen bis zu individuellen Verbindungen verteilt
werden, wahrend die Trennung der Kohlenwasserstoffe nicht so gut ist. Phenole und:
neutrale Sauerstofiverbindungen werden nicht in getrennte Gruppen verteilt. Die Selek-
tivitdt der Trennung in der diinnen Schicht ist besser als in der Kolonne.



