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IIPEBPAIIIEHHUSA HU3IIHUX CIIHPTOB
IIPU TA30BOHN 9KCTPAKIIUH Y3BEKCKHX IOPIOYHX CJAHIIEB

B umcio MeTOZOB OKHMKeHHs opraHmueckoro BemiecTBa (OB) kaycTobumo-
JIUTOB BXOAMT METOJ ras3oBoii skcrpakuuu (I'D) — omHOBpeMeHHOe BO3-
ZelCTBHE HA TOIMJIMBO MOBBIIMIEHHON TEeMIEPATyPhHl U OPraHUYECKOro pacT-
BopuTesig. OOBIYHO IPOIECC NMPOBOAST B YCJIOBUAX, KOTJa Iap HUBKOKH-
NSAIIEro yrijieBOZOPOLHOT'O PACTBOPUTEJISI MMEET CBEPXKPUTHYECKYIO IJIOT-
HOCTH TIPH CBEPXKPUTHYECKOUN TeMIepaType.

Ecnu B KadecTBe 3KCTPAreHTOB IIpUMeHsdeTcAd 0OeH30JI HMJIU TOJIYyOJ, TO
BBIXOJ[ DKCTPAKTa U3 KAMEHHBIX U OypHIX yriei He mpeBsimtaer 20 % . Husa
TMOBHIIIEHHUSI BBIXOLA 3KCTPAKTa — CMOJI, PACTBOPHUMBIX B G€H30JIe U MUPH-
IuHe, — OBLJIO IIPEAJIOYKEeHO KCIIOJIH30BATh HU3KOKHUIAIIWe crnupTsl [1, 2].
MexaHu3M AeHWCTBUA CIIUPTOB NPH SKCTPAKIMU YIJIEH OKOHUATEJBHO eIle
He PACKDHIT. ¥ CTAHOBJIEHO, YTO CIHUPTH ABJIAIOTCA JOHOPaAMH BOAODPOJa
IIPpY COBMECTHOM SKCTPAKIMH TOIJIKMB e€AKHM HATPpOM HUIH Kamu [3—5].
OrMmeuaercs, 4YTO NIPOTOHO-AOHOPHEIE CBOMCTBA CIHPTA NPOABIAIOTCA He
TOJIBKO B CIIMPTO-UIEJOYHBIX cucTreMax [1]. Bomopox ocBoGoxkpmaercs mpu
SKCTPAKIUU B Pe3yJbTaTe AEeruJPHUPOBAHUS CIMPTOB [0 aJbAETUIOB MU
KeToHOB. Hapsay c JeiicTBHeM CIHDPTOB KaK [JOHOPOB BOZOPOZAa ycTa-
HOBJIGHO ¥ aJIKMJIMPDOBaHHE OpPraHMUYecKoil macchl yriusa [6, 7]. IIpu cymnep-
KPUTHUYECKOM PACTBOPEHHMHU OYpPHIX yIJIeil METHJIOBBIM, STUJIOBBIM U M30IIPO-
MHAJIOBBEIM CIIMPTAMH BHE 3aBHCHMOCTH OT XapaKTepa CIUPTA AOJA IIPOTOHOB
QJIKUJIBHBIX TPYINI, HAXOAAIIUXCSA B (-IOJIO¥KEHHHM K apoOMaTHYECKOMY
KoJsblly, yBeauuuBaetrcA [7]. Ilpu I'D psapa canpomesiuTOB STHUIOBBIM U
M30MPONMUIOBEIM CIUPTAMHU OBIJIM IOJIyYeHBI BHICOKHME BBIXOABI CMOJIBI B
pacuere Ha OB — 70 % u Goxee [8, 9]. UK- u 'H AMP-cieKTphI 3TUX CMOJI
Lal0T OCHOBAHHE YTBEPIKAATH, YTO CIUPTHI NEPEXOAAT B CTPYKTYPY OKH-
sxaemoro OB. OgHaKo pe3yabTAaThl 3KCTPAKIUH UWHTEPIIPETHPOBATh TPYAHO,
IIOCKOJIBKY HESCHO, KaKMM 006pasoM aJKHUJIbHBIE DAJUKAJBL NEPEeXOAAT B
ctpykTrypy OB.

'S KaycTOOGHOJIUTOB HUSIIMMHU CIIHPTAMH IIO3BOJISET MOJYYUTH BBICOKHE
BBEIXOJBI KMIKOTO IMPOAYKTA, IIO3TOMY €€ MOJYKHO HCIOJIb30BaTh IIPU HU3Y-
YyeHUH CTPYKTYpsl OB BBICOKONpPEBpAllleHHBIX CJIAaHIEB, a TaKXe paccesH-
Horo OB. IlonyuaTrs cmoJuy u3 paccessaHoro OB ppyrumMu mMeTozaMu TepMH-
YeCKO# [JeCTPYKIUMHM TPYyAHee H3-3a GOJBIIOr0 KOJMWYECTBA MHHEPAJIbLHOTrO
BelllecTBa B MCXOAHOU mopoe. Kax mokassiBaeT ONMBIT UCCIELOBAHUA Ka yCTO-
OMOJUTOB METOZAMM TEPMHUYECKOH [JeCTPYKLHUH, HalpHMep MNOJYKOKCOBa-
HHEeM, MUHepaJibHas YacTh TOIJIMBA B OOJBIIMHCTBE CJIy4YaeB OKAa3bIBAeT
aficopOIMOHHOEe ¥ KaTaJUTHYECKOe BJIMAHHWE HA IIpoIlecc, B pe3yabTare
Yyero BBIXOJ CMOJIBI yMeHbmiaerca. Iloatomy mpu I'O BeIcOKOIpeBpamieH-
HEIX cJjaHIeB u paccesHHoro OB Ba)XHoe 3HauYeHHWe HMeeT IIOBeJleHUE
CaMoOro KCTPareHTa B XOMe OXKUIKEeHUs.

B Hacrosmeii paGore mpoBozuiu I'D MOpoA ¢ HUBKHUM COJAepKaHUEM
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Tabauua 1

Xapalc'repnc'rmca CJIaHIEeB

Mecropoxk aeHue, npoba [ny6uHa XapakTepuctuka, %
or6opa mpo-
6BI, M wd Ag (COg)j‘f,, CozgeprxaHue
OB
HOxupiit Xarap, 106 460 2,9 65,7 20,6 13,7
Banazaueiii Kyarak, 166 3070 0,4 69,5 25,5 5,0

OB, uTO0GBl yCTAHOBUTH MEXaHH3M IIpEeBPallleHUd HUBIMIUX CIHPTOB, B
OCHOBHOM M30IIPOIUJIOBOr0, KOTOPHIA OOBIYHO MPUMEHSIOT IPU 3KCTPAKIUHU
OypBIX M KaMEHHBIX yrjeid. DKCTPAKI[MIO IIPOBOAUJIU C ABYMs oOpasmamMu
CJIAHIEBBIX MOPOJ U3 MecTOopoxkAeHuu ¥Y36exckoit CCP (tab6n. 1): mepBas
yiKe TojBeprajach HEKOTOPBIM mpomeccam karareHesza [10], a Bropas,
cynsa mo Hu3dKoMy copep:xkanuio OB, sBIsgeTCsa OTJIOXKEHHEM C PACCETHHBIM
OB.

CllaHIBl SKCTPATHPOBATH B aBTOKJABaX BMECTHMOCTHIO 22 ¢cM’ mpHu TeM-
nepatype 360 °C (mpo6y 166 Takke nmpu 380 °C) B Teuernue 4 u. CooTHOUIE-
HUe CJIaHel—pPacTBOPHUTENH 1 : 4, IJIIOTHOCTh U YHCTOTO, U OMHAPHOI'O pac-
TBopuTeneir 1,2—1,3 or KpuTuuyeckoii. B KadecTBe pacTBOpHUTeJIeH IIPHU-
MeHsiIA pasHble cucTeMbl (Tabin. 2). ddbdexruBHocTh I'D olleHMBaIH IO
KOJIMYECTBY IOJiy4aeMoro skcrpakTta (cmouibl). Ilo okoHuaHHM mpollecca
JKUAKUE IPOAYKTHI SKCTPAKIIUY OTAEJIANN OT TBEPAOTO OCTaTKa XJIOPOodop-
MOM, 2 PACTBOPHUTEJb OTTOHSAJHN IIOJ BAaKyyMOM. BBLIIO OTMeUYeHO, YTO HU3-
mue cOUPTHl (0COOEHHO HBOMpPONMaHON) 3ddeKTUuBHee IPYTHUX pPaCTBOPH-
TeJel OMKMIKAIOT ciaHel. Tak, ¢ MUBOIPOMAHOJIOM, B 3aBUCUMOCTH OT YCJIO-
BUM IIpollecca, OBLJIM IIOJYy4YeHBI BRIXOABI 9KcTpaKkTa 6osiee 100 9% B pacuere
Ha OB.

Amnanus mMarepHalbHBIX 0aJlaHCOB DKCTPAKIUM IOKa3aJl, 4TO IPH BKC-
TPAKI[UK CJIAHIIEB PACTBOPUTENAMHU, HE COJEPKAIMMU CIHDPTHI, BBHIXOJ
rasa cocraBua 0,3—10 9% . OxukeHue Xe COUPTAMHA U UX OUHADHBIMYU CMe-
CAMHM COIIPOBOJKZAJIOCH CHJIBHBIM ra3oo0pasoBaHHEM, OCOOEHHO B ciydae
M30IMpOoNaHosya. IIpu SKCTPAKIUKA BOLHO-CIIMPTOBOM OMHAPHON CMeChIO KO-

Tabauua 2

3aBHCHMOCTSL BHIXOJAa 3KCTPaKTa, % Ha OB, oT THma pacTBOpHTENd

PacTBopuresn IIpo6a 106 IIpoGa 166
t 360 °C t 380 °C

Yucrele paCTBOPUTEIHU
Benson 10 40 35
Boza 40 16 20
Meranox 34 35
STaHOJI 90 80 66
W3zomponanon 160 81 110
25 9 -HBIIl BOAHBIN PacTBOP

dopmuaTa HaTPUA — 54 50
10 9 -HBIif BOAHBIN pacTBOP

eZKOro HaTpa — 15 8
BuHapHBe pacTBOPUTETH
Benszon—soma 1:1 — 32 =
Usonponanon—o6enson 1: 1 160 88 198
Wsonponanon—o6enson 1 : 4 - 55 128
W3onponanon—soga 1 : 1 — 90 700
M3zonponanon—soza 1: 4 — 40 100
Meranon—soga 1:1 — 20 —
Meranon—sBoga 1: 4 — 16 —
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JIMYEeCTBO 00pasymoollerocs rasa, II0 CPABHEHHUIO C KOJHUYECTBOM rasa BKC-
TPAKIUX UYMCTHIM CIKPTOM, CHUJIBHO yMeHbIIAJOCh (Tabiy. 3), 4YTO MOXKeT
OBITH OOYCJIOBJIEHO, C OJLHOW CTOPOHbLI, BJUSIHHEM BOJbl Ha PaBHOBECHYIO
PEaKIuIo NeTUApaTalluyd CIHPTa, a C APYroi — 0oJjiee HUBKUM COAEpka-
HUEM CIIUPTA B aBTOKJIABE.

Tabruuya 3
Beixoasl ra3a W 3KCTpPakKTra, Y% Ha ciIaHel,
IPH 3KCTPAKIUH CJIAHIEB U IOJYKOKCa
PacrBopuresis Temmeparypa, °C
360 380
DKCTPAKT Tas DKCTPAKT Tas
IIpoGa 166 (ctauen)
MeraHoa 17 90 1,8 180
DTaHOa 4,0 85 3,0 160
W 3onpomnaHox 4,0 52 5,6 60
W3onpomnanon—
Boga 1:1 4,6 29 36 30
IIpo6a 106 (cmranemn)
W 3omponaH oI 22 57 — —
IIpo6a 166 (moxyxoxc)
W 3onponaHoa 19 53 — —
W3zonponanon—
Bojga 1:1 15 26 — —

IloHATHO, 4YTO CHJIbHOE Tra3000pa3oBaHHe IIPU HKCTPAKIUMU M30IpOoIa-
HOJIOM He MOXXeT OBITh BBI3BAHO TOJBbKO yuactueM OB mopozabl, IOCKOJIBKY
ob6pasyomierocs rasa 6oxpmre, uem OB, 3arpyxaemoro B aBTOKJaB. KoHc-
TPYKTHBHBIE OCOOEHHOCTH aBTOKJIABa BOCIIPENSTCTBOBAJIX O0TOOPY rasa AJjsa
aHaJIM3a, I0O3TOMY HA OCHOBAHWHU TOTO, YTO BTOPUYHBIE CIIUPTHI JEeTUJPH-
PYIOTCA Jierde, 4eM IEPBHYHBIE, MOMKHO IIPEAIOJOMKHUTH, YTO OCHOBHBIM
KOMIIOHEHTOM rasa #ABJseTcd oJiehpuH, oOpasyloluiics Ipu KaTaJuTHUUe-
CKOM JeruApaTamuyd coupra. KaTaiuTudyeckas HeTHAPATANUSA HUIMIUX
CIIUPTOB IMPOTEKAET B MPUCYTCTBUU OKMCHBIX KaTAJIM3aTOPOB IIPU TeMIIepa-
Type 300—400 °C ¢ o6pasoBaHueM ras3oo0pasHbIX oJyiepuHOB. Jleruppara-
I[Ks U30IPOIIAaHOJIA HA OKHIKAEeMBIX IIOPOAAX BIIOJIHE BOBMOJYKHA, IOCKOJIBKY
B 1po6e 106 comepsxurca 9,2 9% oxkuCcH aJIOMUHUSA, a B Ipode 166 — 6,7 9 *.
He HCKII0YEHO U AETHIPUPOBAHUE CIIMPTA, XOTA 00pa3yoIIUicA B pe3yb-
TaTe BOAOPOJ ABJIAETCA JETKUM KOMIIOHEHTOM, CJIeLOBaTEJILHO, 3Ta PeaKIud
He MOJKeT JaTh BBICOKOT'O BHIXOJA rasda U OCTaeTcd I09TOMY BTOPOCTEIEeH-
HOM.

W3BecTHO, YTO NPHU OKUIKEHHUU Oyporo yris (0cO0OEHHO ¢ MpUMeHeHUeM
MEeTUJIOBOTO CIMPTAa) uMeeT MecTo askuaupoBanue OB romnusa [7]. Ilpexn-
moJjlaraeTcsi, 4To MOZOOHEIM IIpoIlecc IIpoTekaeT U Ipu oxmxKeHuu OB
kykepcura [9]. Cyaa mo gJaHHBIM MaTepHaJbHOTO 6ajlaHCA SKCTPAKIUH, B
HacCTOAIIeM ciydae ajxunaupoBanme OB mopojbsl He eJUHCTBEHHAs Deak-
Iusl Mepexoka M30MPOIIaHOJIA B COCTAB 3KCTPaKTa. YTOGHI YCTAHOBHUTE,
KaKue eIle IIPOIECCHl NMPOTEKAIOT B Cpeje M30IPOIaHOJa, KUAKHUHA IIPO-
IYKT BKCTPAKIHUHU MOAPOGHO HMCCJIEOBAJIM CIEKTPAJbHBIM U XpoMaTorpa-
dugecKuM MeTOHAMH.

NK-cnekTpockonua** MOJy4eHHBIX BKCTPAKTOB IIOKAa3ajia, YTO COCTAB
SKCTPaKTa 3aBHCHUT OT IPHUMEHEHHOTO JKCTpareHTa-pactBopurens (puc.l;

* MuHepaJibHAs 4acTh CIAHIEB HCCJEeL0BAHA PEHTreHOoAudpaKToMeTpuueckuM Meroxom [11].
*#* UK-ciekTpsl 6bliu cHATHL HA crexkrpomerpe «Crmexopny UP—T75».
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i

35 30 25 20 5 0 x10%cm!
Puc. 1
WV K-CcIeKTpHI 9KCTPAKTOB, MOJYYEHHBIX IIPH SKCTPAKI[UY CIAHIA IPOOEI
166 cmecbio usonpomanon—soza 1 : 1 (1), monykokca mpo6sr 166 uso-
nponaHoJsiom (2), cranua npo6sl 106 usonponanosom (3), carasma npobsl
166 6ensomom (4)

Ta6s. 4). UK-crieKTpsl CpaBHUBAJIM, HCIIOJIb3Y A OCHOBHEIE KO3(DIUIIMEeHTH —
OTHOIIEHUSA ONTHYECKHX IIJIOTHOCTEH KOHKDETHBIX IIOJIOC TIOTJIOILIEHUS
32 XapaKTePHCTUKY DA3BETBJICHHOCTH YIJIEBOJOPOAHBIX nenei mpuHUMA-
Jgock orHomenue 1380/1465 cm , a 3a XapaKTePUCTHKY COAEPIKAHUS Kap-
6oHuNBbHOM rpynnel — 1720/1465 cm ~ (Ta6a. 4). B skcTpakTax, mosay-
YeHHBIX IIPH OKHIKEHUHU CJIAHIEB B OeH30Jie (B uMcTOM UM B OMHADPHEIX
cMecsX), CcoAepXaTcsi apoMaTHYeCKHe CTPYKTYDEI, 4YTO IIOATBEDPKIAaeT
HaJW4YHe BaJIeHTHBIX KoJiebaHWH cpefHeidl u ciraGoifi MHTEHCHUBHOCTU IIPHU
1600 u 3070 cm .

AnudaTnyecKkue CTPYKTYPHI B 3THX SKCTPAKTAaX MeHee Pa3BeTBJIEHHEIE,
4eM B 9KCTPAKTAX, MOJIyYEHHBIX CO CIMPTOBRIMU DACTBOPHUTEJSAMH (oTHO-
menue 1380/1465 cm — cm. Tabu. 4). B MK-cnekTpax ImOCI€ZHUX, B CBOIO
ouepejb, TPYAHO HAWTHU JHHUM, JOKA3HIBAIOI[HE HAJNWYUE APOMATHUECKUX
CTPYKTYpP. [JIsi HUX XapaKTepHO COJEep KaHWe KapOOHUJIBHON TI'PYIIHI,
KOTOpPOE IIOCTEIIeHHO CHUIKAeTcs B PAAY NPUMEHSEeMBIX DaCTBOPHUTENEH:
METaHOJI, 3TAHOJI ¥ M30IPOMAHOJI.
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Cyna o UK-cnekTpam, GOJMBIIYIO AOJIO B SKCTPAKTAX COCTABJSAIOT IIPO-
LIYKTHI IpeBpamieHuss cnupToB. OkupaemMas IPH 5TOM peaKIus — 3TO
IMoJIUMepU3anua oJiepuHaA OT AEerHApaTaluy CIUPTA, OLHAKO, BO3MOMKHBI
U peaKIU¥ KOHJEHCAIlMM KHCJIOPOACOAEPKalluX COeJWHEHHUI OT IIpeBpa-
IIeHUs cnupTa. BBEICOKOE AaBJIeHHe NMPHU 3KCTPAKIIMU CIOCOOCTBYET IIOJIH-
MepHU3alUuy ra3000pas3HBIX O0JepHUHOB O KHUAKHX IPOAYKTOB, HO pas3bas-
JIeHWe 3TUX OJIeGHUHOB HMCXOAHHIM CIHPTOM 3aMelJisieT peakmuio. Kpome
TOT0, IOJMMEPU3AIUA 0Je(PHUHOB, B YACTHOCTH IIPOMHUJIEHA, MOXKET IIPOTe-
KaTh IIOJ, AeiCTBHUEM IIPHCYTCTBYIOIIEro IPU SKCTPAKIMHM KaTajiumsaTopa,
HalpuMep MHHEPAJbHOM YacCTH NOPOABI HMJIHA TBEPAOro KOKCOIIOZOOHOTO
ocraTka oxmxkeHus OB ciaania.

Tabaruuya 4

XapaKTepHCTHKA JKCTPAKTOB, NMOJYYEHHBIX IIPH
SKCTPaKmuu ciaHna npoost 166, mo UK-cnexkrpam

PacTBopuress 1380/1465 1720/1465
Yucrele PACTBOPUTENH
Bensoxn 0,47 0,14
Bozga mpu 360 °C 1,90 0,64
Boga mpu 380 °C 0,60 0,86
MeTaHoxa 0,61 1,10
9TaHOI 0,53 0,82
W3onpomnason 0,61; 0,70% 0,62; 0,68*
BuHapHBIEe PACTBOPUTEIH
MzonponaHoa—

G6enson 1:1 0,48 0,10
W3onponaHon—

Genson 1:4 0,47 0,25
W3onponanon— .

Bogza 1:1 0,72 0,68
HsonponaHoa—

Boga 1:4 0,61 0,38

* DkeTpakunus moiykokca npu 360 °C.

Yro6bl yCTAHOBUTH BJIHUSHHE TBEPAOr0 OCTATKA Ha IIpeBpallleHWe H30-
IpOMaHoja, OBIJIO NMPOBEAEHO IpPeJBAPUTE]IBHOE IOJYKOKCOBAHHE IIPOOEI
166 mo craHZapTHOM MeTOAHKE, IIOCJE€ Yero IOJIyKOKC SKCTParupoBajid B
aBTOKJIaBe: B II€PBOM CJiydyae H30MPOMAHOJIOM, & BO BTOPOM — CMECHIO
u3onpomnanosl — Bozxa 1 : 1 npu remnepaTtype 360 °C B Treuenue 4 u (Tabdiu. 3).
IIpu 3TOM BBIXOJ SKCTPAKTa, KUISIIEro IpH 6oJjiee BBICOKOM TeMmIepaTtype,
YeM YHCTHIN U30IPOIAHOJI, OKa3ajica B 4—»5 pas Bellile, YeM IIPU SKCTPAKIMHU
B TeX ’Ke YCJIOBHAX MCXOZHOIO CJaHIa. ICHO, YTO 3TOT BHICOKOKHIIAIIUMA
IPOAYKT, IPEACTABIAIOMNA CcO00M MAaJIOBA3KYIO KHAKOCTb, MOr 06paso-
BaThCs TOJIBKO K3 M30IPOMAHOJIa, TAK KaK coAep)kaHue Bomopoza B OB
IMOJIYKOKCa, II0 AAaHHHIM 3JIEMEHTHOI'O aHajiusa, cocraBiser Bcero 0,3 %.

Yro6Bl MOHATH, MOYEMY IIOJIYKOKC BJIHAET HA IpeBpallleHHe H30IpPOoIia-
HOJIa CHJIbHEEe, YeM TBEePJBIA OCTATOK 3KCTPAKIMHU, UCIIOJIb30BAJIHA 3JIEKTPOH-
HO-MHUKDOCKOIIMUYECKHEe CHUMKH II0JIYKOKCA M TBEPZOr0 OCTATKA 3KCTPAKIUU
(puc. 2). Oxazajioch, 4TO YACTHIBI IMOJIYKOKCA HMMEIOT BBICOKODPA3BUTYIO
IIOBEPXHOCTH, Yero HEeJb3s CKAa3aTh O YACTHUIAX TBEPAOTO OCTATKA 3KCTPAaK-
UM TOPOALI. BepoATHO, B 3TOM M KpOEeTCsA NPHUUYMHA MOBBHIIIEHHOW KaTaJju-
THYECKOH aKTHUBHOCTH MOJIYKOKCA B IIPOIecCe MOJMMEPHU3aluy IIPONUJIeHA.
OrmeTuM, YTO BEIXOJEI rada (IPONMJIEHA U3 M30IPONAHOJIA) B IPOBEeHHBIX
onBITaX CXOAHHEI (Ta6s. 3). 9TO yKa3BIBAeT HA KaATAJUTHUYECKYIO pPOJb
MHUHEPAaJbHON YaCTH TOIJIMBA IIPU AeTHAPATALMU CIUPTA, a TOYHEe, COJep-
JKaleiicsa B Hell OKMCH aJIIOMHUHHUS, B TO BpeMA KAK KOKCOIOAOGHBINA OCTATOK
SKCTPAKIUM ¥ CaM IOJYKOKC HA SKCTPAKIUIO He BJIUAIOT.
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Puc. 2
DJIeKTPOHHO-MUKPOCKOIIMYECKHE CHUMKH IIONYKOKca (@) M ocTaTka
SKCTPAKIMK cjaaHia npobsl 166 uzompomanosom (6). CHUMKK CHSTHI
Ha pactpoBoM Mukpockome «Teciaa» BC-300: X 2500, macmra6 25 MM :
10 MM

CpaBueHue UK-cIIeKTpPOB IIOKa3aJi0, YTO COCTABEI SKCTPAKTOB IIOJIyKOKCA
C W30IPOMAHOJIOM ¥ CJIAHIIA CO CMEChI0O M30IPONaHOoJ—Boza 1 : 1 mpobul
166 cxogmer (puc. 1; Tab6im. 4). BodamMokHO, 006a 3KCTpPaKTa COZEPIKAT B
OCHOBHOM IIPOAYKTHI IIPEBPAIEHHWsS PaCTBOPUTENA. UTOGBI BBISCHUTH 3TO,
SKCTPAKTHI Pa3feJIsiii Ha IPYIIIEI METOLOM IIPDeapPATUBHON TOHKOCJIONHOM
XpomMaTorpauu ¢ IOCJEeYIOIIUM CIEeKTPaJbHBIM aHAaJH30M BBIJeJIEHHBIX
rpynn (ta6a. 5). B sKcTpakTax OTMEYEeHO BHAUYMUTENIBHOE COLEpIKaHue
HeapoMaTHYECKUX YIJIEBOLOPOJOB, SBJISIOINIUXCS NPOAYKTAMHU IOJHMEPH-
3aIlU¥ TIPOIHUJIEHA.

T'asoxxugKocTHAss XpoMaTorpadus IoKasaja, YTO OJUTroOMepPHl IIPONUIeHa
B OCHOBHOM IIpe/CTaBJIEHB M30MepaMu (puc. 3), KOTOPbIe BEIXOASAT U3 XPO-
MaTorpa@uUueCcKoOil KOJIOHKU 00pasysi Psjf CO CTEIEHbIO IOJUMepHusaluu 3,
4 u 5. B rpynnoBeIX cOCTaBaxX SKCTPAKTOB €CTh M HEKOTODEHIE Pa3IMdus.
Tak, IO CPaBHEHUIO C SKCTPAKTOM CJAHIA, COAEeP/KaHNe HeapOMaTHYEeCKUX
YTJIEBOZOPOJOB B 3KCTPaKTe MOJyKOKca B 1,5 pasa MeHbIle, a COAepIKaHUe
KHCJIOPOAHBIX ¥ BBICOKONOJSPHBIX COeJUHEHUI OoJjiee 4eM B [OBa pasa
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140 220 140 aovrTEe

Puc. 3

XpoMaTorpaMMbl HEAPOMATUYECKUX YTJIeBOJOPOJOB: U3 BKCTPAKTA, I10-
JIy4eHHOTO €O CMechbl0 u3ompomaHoi—Boza 1:1 (a), u sKcTpakTa C
uszonpomnanoiaoMm (6). CrpenkamMu ykasaHbl TeMIlepaTypPhl BBIXOAA IIPU-
6aBJIeHHBIX B BKCTPAKThI ynucThiX H-C Hgy u H-C4Hjz. YcmoBus xpoma-
TorpacdupoBaHusA: KoJoHKa 3,6 M, @ 3 MM, 4 9% E-301 ma Xpomarone-
N-AW-HMDS, rasz-HOCHUTeJIb TeJIdii, CKOPOCTh MOJbeMa TeMIIePATyPhI
5 °C/mun, HavanpHas Temneparypa 70 °C

BBIIIIE. Y MEHBIIIEHHE COJEepPKaHUsS HeapoMaTHYECKHX YIJIEBOLOPOLOB B
DKCTPAKTEe C HB0IMPOIIAHOJOM MOMKET OOBACHATHCA TEeM, 4YTO, BO-IEPBHIX,
4acTh oJiepHHA OT AerHApPATAIlUU CIIUPTA HE ycIeBaeT IMOJUMEPHU30BaThHCA
M ocTaeTcsi B ra3oBoil ¢ase (tabGiy. 4), U, BO-BTOPHIX, MOBHIIIEHHBEIM KaTa-
JUTAYECKUM BJIHUSHUEM IIOJYyKOKca. MHTEHCHUBHOMY OOpPa30BaHHUIO KHCJO-
POAHBIX ¥ BBICOKOIIOJSAPHBIX COEJUHEHHH cmocobcTByeT 0Oojiee pa3BHUTASA
TIIOBEPXHOCTH YaCTHUI] IOJYKOKCA.

Kuciaopoaasle 1 BHICOKOIIOJSAPHEIE COefUHEHU, cyaa no UK- u 'H AMP-
cuekrpaM* (pucyHKu 4 u 5; Tabaunsl 6 u 7), ABIAIOTCA BEICOKOMOJIEKYJIAD-
HBIMH COEJUHEHHSMHU C PAa3BEeTBIEHHBIMU KapOOHUJICOAEPIKAIIUMH IIeIls-
mu. KuciopogHble W BBICOKOIOJSIPHBIE COEJUHEHUS U3 HM30IPOIMIUIIOBOTO
SKCTPAKTAa CoZepsKaT GoJIbllle KOHIEBBIX METUJIBHBIX I'pyni. B To :Xe Bpems
NpSAMOJHUHEHHBIE YIJIEBOAOPOLHEIE IIeIM B HUX KOpoue, YeM B BTUX XKe
COEJUHEHUAX U3 DKCTPAKTA, IIOJIYYEHHOTO CO CMEeChI0 HM30IIPONaHOJI—BOJA
1: 1. KpomMe KapOOHUIBHOW, B KHUCJIOPOAHBIX COEJUHEHUAX OOHAPYKEHBI
¥ B5(QUpHBIE TPYNNbl, & B BBICOKOMOJAPHBIX — IIPOTOHBI, CBS3aHHBIE
IBOMHOI CBS3BIO.

* 'H AMP-ciekTpsl cHATEI Ha crekrpomerpe SIMP BC-567 («Tecna», 100 MI') B pesxume
npeobpasoBaHua Pypse.



-

M.4.

Puc. 4

'H AMP-ceKTpEI KHCIOPOAHEIX COeLHHEHHIA, BEIEICHHEIX U3 DKCTPAK-
Ta MOJyKOKca ¢ usomnponaHoysoMm (I) u craHna mpobsr 166 co cmechio
usonpomnanoa—saozga 1 :1 (2)

[
o

M.A.

Puc. 5

'H SAMP-cnexTps BBICOKOIIONIAPHBIX COEJWHEHHM, BBIJEJEHHBIX U3
SKCTPaKTa CJaHIa CO CMechbi0 H3ompomaHoa—sBoga 1:1 (I) u moxay-
KoKca Ipobsl 166 ¢ usonpomnanosiom (2)
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Tabaruuya 5

I'pynnoBo# COCTaB SKCTPAKTOB IO NAHHBIM IpeNapaTHBHON
TOHKOCJOHHOH XpoMaTorpaduyu M XapaKTepHCTHKA rpynn npo6sr 166

ITokasarenn YraeBozopoa sl Kucmopozn- Beicoko-
HBIE MOJIAPHBIE
HeapoMaTH- apoMaTUYecKue COEJUHEHUS COEAUHEHUS
YecKue

MOHOLIMKJIA- MOJHUIIUKJIIN-
YecKue YyecKue

OKCTPAKT CJIAaHNA COCMeCchb M30NpOomaHoA—Boga 1:1

Cozepaxanue, %, 59,4 12:7 2,9 5,3 10,1
H/C 2yl 1,6 1,3 1,9 1,6
CoxeprxaHue KHUCJIIO-

poia, % 0 0,4 1 1.2 16,2
MonekyisipHas Macca 170 — — 255 488
OKCTPaKT NOJYKOKCA C UBONMPOMAHOTIOM
Cozxepixanue, %, 34,5 13,0 3,7 22,7 22,9
H/C 1,9 1,6 1,3 1,9 1,3
Cozeprxanue

Kuciaopoza, % 0 2,0 3,5 9,8 25,3
MonekyisipHas macca 151 - — 290 732

IIpumeuanue. MoJeKylsapHBIE MacChl ONpejeeHbl METOAOM mHapodas3HOH 0CMOMETPHUU
B GeHsose. MoslekynsipHas Macca skcTpakra ciaaHuna 210, skcTpakTa mosaykokca 266.

Tabruuya 6
XapakrepucTuka UK-cnekTpoB rpymm coefMHeHHH
B JKCTPaKTaX CJaHIA M MOJyKOKca mpoGnr 166
Tpynner 1380/ 1465 1720/1465
COoeJUHEeHUN
DKCTpareHT
W 3zonpomna- W3zomnpona- W3zonpona- I/Isonpona-'
HOJI-—BOga* HOJT** HOoJI—BOAa* HOT**
Teistill Toed
Y rIeBOZ0POAE:
HeapoMaTUYeCKue 0,75 0,77 — -
apoMaTHYecKue:
MOHOUMKJINYECKHE 0,68 0,67 0,27 0,71
TMOJIAIAKIINIECKHe 0,50 0,58 0,70 0,62
Kucnopoausie
COoeUHEeHUSA 0,72 0,70 1,50 1,40
BhICOKOTIONIAPHBIE
COeUHEeHUA 0,51 0,50 1,80 2,20

* DKCTpakKT CJIaHIA.
*% DKCTPAKT IOJIYKOKcCA.

BcecTOpoHHUI aHANIU3 BTUX ABYX SKCTPAKTOB IIOKa3aj, YTO OHU COZEp-
JKaT B OCHOBHOM IIPOAYKTHI IIPeBPAllleHus: usonponanoaa. Ilpu sTom TpyaHO
ONpesieIuTh, KaKoi BKJas OB mopojgsl BHOCUT B KOJIMYECTBO II0JIYyYaEeMOI'o
3KcTpakTa. Eciu Takoi BKJIAJ M MMeeTCs, TO, CyAA IO AaHHBIM aHAJIW3a,
OH OCTaeTcssi BeCbMa CKPOMHBIM. MuHepajibHasi YacTh HCCJIELOBAHHBIX
IOPOJ, TOYHEe, COAePIKaIascA B HEe OKHUCh AJIIOMHUHUS, SBJISETCA KaTa-
JIN3aTOPOM, B IEPBYI0 ouepelb NPH AeTHApPATAIUMA cHupra. Poas Kapbo-
HATHON 4YaCTH MOPOAEI TpeOyeT AOMOJHUTEIbHOTO MCCJIeJOBAHMS.

OsneduHBl OT AerujpaTanuy CIUPTa IIOJUMEPHU3YIOTCS B OJUIOMEPHI,
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Ta6nruua 7

Pacnpepnenenue Bomopoja, %, mo 'H AMP-cnekTpaM, B KHCJIOPOTHBIX
H BBICOKONOJSAPHBIX IPyNnax CoeguHeHHH

XapakKTep IPOTOHOB XumMHuYecKue Kucnopogasie BEICOKOIIOJIAPHEIE
CABUTHU COeUuHEeHUA COEAMHEeHUsT
OTHOCHUTEJIHHO
reKkcaMeTHJI- JKCTpareHT
JUCHJIOKCAHA,
M.J. W3zomnpo- W3o- W3onpo- H3o-
TMaHOJ — mpomna- maHOJA— IIpoma-
BOZA HOJI BOZA HOJ
3 1:1
CH; KoHIEBBIE 0,81—0,83 26,0 30,2 12,8 20,5
CH;, B Ip AMOJHHEHHBIX !
mensax 0,95—1,22 33,0 25,6 40,3 25,0
CH; B (CH3)(CH:):0R 1,20—1,48 4,8% 17,9% — —
CH; B (CH3),C=CH—COR
u CH3CH=CH—COR 1,48—2,18 — — 15,1 24,1
Lyl
2 T =il — e —2
CH, s — G0 (R i —2 0 }7,3* }21,0* } 10,5 }14,0
CH; B CH3;—COR 1,98—2,60
H B (CHj3):C=CH—COR 5,80 — — — 3,4

* B MK-ceKTpax KHCIOPOAHBIX coeluHeHuit mpu 1150 cm-! mmeercss muk, Xapakrepusy-
oIy BajeHTHble Kosebanusi rpynnel R—O—R. B HMK-cnmekTpaX BBICOKONOJIAPHBIX CoOe-
IAHEHWN AAaHHBIA MHK OTCYTCTBYET.

cozepakamnue 3—>5 MoJIeKyJ MoHOMepa. IlouMepu3yIoTCa TaK¥Ke KUCI0POJ-
coiepsKalue MPOAYKTHI OT IIPpEeBpPAallleHHs] HMCXOQHOro cmupra. Tak Kak
TBepAblil ocTraToxk I'O MOPOAEI HMeeT MeHee Da3BUTYI0 IIOBEPXHOCTBH, 4YeM
KOKC TOJIYKOKCOBAHHUS, TO U €ro MOJUMepHU3yloniee AelCcTBHE BHIPAYKEHO
cinabee, 4yeM y IOJIYKOKcCA. :

Hawub6osiee peaKIIHOHHOCIIOCOOEH B PEAKIUAX NerHAPUPOBAHUSA, JeTrHApa-
TAIlUU U TOJMMEPHU3aIl[M¥ H30IMPOMAaHOJ, MO3TOMY HeJb3s DEeKOMEeHJ0BaTh
e€ro KaK PacCTBOPUTEJHb «C XOPOIINMH DPACTBOPSIOIIUMU CBOMCTBAMU» IJIsS
HCCJIELOBAHUSI CTPYKTYPHI KeporeHa BBICOKOIPEBPAIIeHHBIX CJIAHIEB H
paccesauoro OB meTozom I'S. OH XOpOIIO OXKUIKaeT KAMEHHBIA W OypBIA
yroab, HO B CJiyuae TOPIOYUX CJIAHIIEB MOXKET OKa3aThCAd HEIPUT'OAHBIM
13-3a Pa3JIMYHBIX IIPOIECCOB MpPEeBpPAIeHUS.

T'1aBHBIH BBEIBOJ, HacTosdlleld pabGoThl 3aKJIOYaeTca B TOM, uTo mpu I'9
ciaHueB, 0egHBIX OB, BBICOKHI BBIXOJ DKCTPaKTa 00YyCJIOBJIEH OCTAIOILHU-
MuCSH B HeM IIPOAYKTAMM MpeBpallleHus u3omponaHosa. IlpucyrecrBue sTux
MPOAYKTOB 3aTPYyAHSAET PACKDPHITHEe MeXaHudMa osxmxeHusa OB ciaHies.

ABropsl Beipakaior OsaromapHocth A. K. Ilarovisas 3a 3JI€KTPOHHO-MHK-
pockonuuyeckue cHUMKHU oOpasmoB u K. P. ¥Yrcamy 3a mpoBefeHUe DEHT-
reHOZu G PaKTOMETPUUYECKOTO aHAJIKU3a.
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J. T. TEDER, I. R. KLESMENT, H. P. OJA

CONVERSION OF LOW-BOILING ALCOHOLS IN GAS EXTRACTION
OF UZBEKISTAN OIL SHALES

Two organic poor oil shales from the deposits in South Khatar and West Kultak
(organic content 13.7 and 5.0 9% respectively) were investigated by supercritical
gas extraction with low-boiling alcohols at 360 and 380 °C. A relatively high alu-
mina content in mineral matter is typical of these oil shales, being 9.2 9% for
South-Khatar oil shale and 6.7 9% for West-Kultak oil shale. It was established
that isopropyl aleohol and 1 : 1 mixture of isopropyl alcohol and water afford a
very high extract yield, even higher than 100 9% per oil shale organic matter.
Methanol and ethanol showed lower extractive power under the same process condi-
tions. ~

The IR spectra and gas chromatograms of isopropyl alcohol-water extract
from extraction of West-Kultak oil shale and isopropyl alcohol extract from
semicoke of the same oil shale were similar. The semicoke of West-Kultak oil shale
is a nearly pure mineral matter with a low hydrogen content (0.3 %) and particles
of an increased surface area. By group analysis of the extracts and subsequent
IR and '"H N.M.R. spectroscopy of their groups it was established that isopropyl
alcohol converts to: 1) nonaromatic branched-chain hydrocarbons Cs, Ci5, Cis
(836—59 %); 2) mono- and polynuclear aromatics (16 %); 3) carbonyl group contain-
ing (5—10-%) and 4) high-polar branched-chain carbonyl group containing compo-
nents (16—25 9). Obviously mineral matter of oil shales, especially alumina, ser-
ves as a dehydrating agent in conversion of isopropyl alcohol to propylene during
extraction. The particles of a developed surface area from the semicoke and solid
residue from gas extraction, on the other hand, led to polymerisation of unsatu-
rated hydrocarbons and radicals from isopropyl alcohol conversion to carbonyl-
containing and high-polar components. A conclusion was made that in the case of
gas extraction of organic poor oil shales, isopropyl alcohol is an unsuitable extrac-
tion medium due to catalytic conversion of the alcohol used.
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