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IIONYYEHUE NOJIUKAPBOHATOB, COJAEPRAIMUX KPEMHUI,
‘ HA3KOTEMIEPATYPHOH! HOMNKOHAEHCATITMER
B OPTAHIYECKOH CPEJE

HMleayonrose B, ., I'opaos E. I' ., Mxumapan C. C.,
Bunrun d. A. :

B pasBHTHe HawaTHIX HCCIeOBAHHUII METOJOB CHHTe3a W M3ydeHHA CBOHCTB
moaukap6oHaTOB, cofepskamux kpemuuii [1, 2], maMm maydeH mpomecc Hus-
KOTeMIIepaTyPHON HOJINKOHJeHCAINH B Cpelle OPraHUYEcKHX PAacTBOpHTENel ¢
ydacTueM KpPeMHEUAOPTaHHYEeCKHX o, ®-FAHOKCHOPOH3BORHBIX u Oucxiaopdop-
MHATOB Ha HX OCHOBE.
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Kpemmmiiopranudeckne guoisl B ux Oumcxiopdopmmarsr (BX®) cuATesmpoBamH U0
MetomuKaMm {3, 4]. :

1,3-Buc- (oxcmMerun)-1,1,3,3-rerpamernanacanokcan (I): 1. kmm. 118—119°/7 rop, np2®
1,4374, 4,2 09858 2/cn®; 4,3-6uc-(y-oxcmupomnmi)-1,1,3,3-rerpamerunaucunoxcad (II):
T. KEO. 75°/2 Top, np® 1,4470, 4,20 0,9331; 1,3-6uc-(y-(o-oxcudernn)nponuin-i,1,3,3-reTpa-
Mernngucmaokcas (II1I): r. wmm. 223-223,5°/1,5 rop, np*® 1,5300, d4,2° 1,0383; 1,3-6uc-
(xnoppopmumaromernn)-1,4,3,3-rerpamermanucanorcar (IV): T. xum 84-85°/0,7 rop, np2®
1,4396, d.2° 1,1643; 1,3-6uc—(x—xuopd)opuna'ronponmr)-1,1,3,3-1'erpame'mn/mcnnoxcau (V):
1. kUl 140-141°/0,8 rop, np?® 1,4472, .20 1,1100; 1,3-6uc-[y- (o-xmopdopMuarodenus)apo-
nail-1,1,3,3-rerpameruagacunorcar (VI): 1. kam 215—220°/2 rop, np?® 41,5150, d2° 1,1349;
2,2-6uc-(4-oxcudpermn) nponan (BDA) -- 1. ma. 156—157°, '

Tomxyos, CH,Cly, CCly, CHCls, (CH.Cl),, nupugue w tpustudamus (THA) oummanu no
CTAaHJAPTHHIM MeTOmMKaM. YUCTOTY MOHOMEPOB, PaCTBOpPHTeNeil W aMHHOR KOHTPOIHPO-
BaJIH XpoMaTorpadudecKy.

IIpomecc MOMHKOHAEHCANMH IPOBOAMAM B TEPMOCTATHDYEMOM pEaKTOpe B HHEPTHON
cpefie ¢ MEMANKOK H OOpATHBIM XOIOMUIBHEKOM. BpeMsa peakumm molukoHmEHCADMA H3Me-
B ot 30 go 360 mua. Ilo okoHaEmM peakOMU XJIOPTHAPAT aMHHA M H3OBITOK aMHEHA
ormbiBasm 10%-mpiM pacrsopom HCl, a sateM Bopoil [0 OTPHIATENbHON PpeaKIUd HA
non Cl-, ograﬂnqecmﬁ ClIOH BBUIMBAIA B M30BITOK METAHmOJIA H BEIMABIIEe MACHO CYLIUIH
opu 60-70°/1 rop mo mperpamenua yOpImu Macchl. O CTENEHHM IMOIMKOHACGHCAIAH CYHHIA
[0 OpPHBEJEHHOH BA3KOCTH MNqp 0,5%-Horo pacrBopa B MermaeHnxiaopdfe mpm 25°. HK-
cmeKTpsl cHEMan® Ha npmGope UR-20, *H-IMP-cmextpsl —Ha mpmGope «Bapmam» T-60,
ATA — pa mpuGope MAU (cropocTh HAIDeBaHHA 5 zpad/mun), TepMOMeXaHHIECKHE KpH-
Beie ma Becax Kapruma (marpyska 3 xI'/ca? CKOPOCTH OXNaKmeHAA 5 zpad/mun).

¥YeTaEOBIEHO, YTO HA BEIXOJ H TMap IICH Ba@ser THH opraEmweckoro pac-
TBOPUTEIA, B KOTOPOM IPOBORMAA HONAKOHAeHcamuio. Tak, misa coemuEeHns I
Nap Hambonbmas B Metaaenxigopune, maa 11 —s (CH.CL), u gua III B sasu-
cumoctu ot amuua au6o 8 CH.Cl,, muGo B Toxyome (rabm. 1).

o coegurennit | n 11 mauGoapmue 3HAYEHUA 1)z, HAGIIOJAOTCA TPH KOH-
nenrpamad numoa+COCL=0,75, a gaa 111 — 0,5 moav/a (pme. 1, a). Makcn-
maauabii BEIxox IICK 4acto He coBmafaer ¢ HauGOABIIEH 1)qp.

HamGoasmras Ma, NOCTHraeTCA NPH MOJBHOM COOTHOMICHHWH [UOJ : AMUH=
=1:3 (puc. 1, 6). Anaxornanas 3aBucEMOoCTh HaGmomaerca qua eixoma IICK,
3ameHa mUpHAWHA TPUSTHIAMMHOM He BBIABHIA 0COG0r0 MPEeHMYIIECTBAa Of-
Horo nepep apyruMm (rabu. 1, puc. 1).

MameBeRNe 1)z, BO BpeMsa PEARIUH CBUAECTEIBCTBYET O TOM, 4TO IPOIECe
3aBepmiaeTca B TeweHHe 2 uac. B pesymbTaTe IONyTeHBI MPO3pauHEle CMOJBL,
xopomo pactsopumiie B Gemsome, CH,Cl, u xmopogopme ¢ M,=1500—2500.

Hannete [ITA moxasanu, 910 HonmMep Ha ocHoBe I TepMocrabwmien Ha BO3-
myxe mo 250°, ma ocHoBe II — mo 260°, ma ocmope III — mo, 200°. TemmepaTypa
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Bausnme TAOA PACTBOPHTENA HA BHXOA H 1), OCK
(Kommentpamusa MoHoMepoB no 0,25 xo04b/4, MonbHOe cooTHOmeRme Amox (BOA):amma=1:3, BpeMA peakuuy 120 Mun., 20°)

Tabanma 1

BRIXOX ¥ 1 gp NPH NPOBENEeHAR NOJMKOHKEHCAIMM B PACTBOPHTENIAX
np p

MoHoMep AMAH CCl4 CHCls CH:CI, (CH:C), TOJYON

BHXOA, % 81.21/2’ BHIXOR, % 61.:35’ BHIXOH, % B’Bg' BHXOH, % 6"2,29 BEIXOX, % 61.)/53'

I Ilmpapnn 66,7 0,036 33,9 0,030 59,0 0,043 61,2 0,032 48,6 0,022
11 » 54,7 0,046 39,5 0,032 52,4 0,083 41,0 0,094 62,6 0,075
111 » 60,2 0,040 57,3 0,014 54,5 0,042 54,2 0,410 68,1 0,038
1 Tpusrnmamun 27,3 0,032 26,2 0,041 18,6 0,058 36,1 0,040 55,7 0,042
11 » ' 441 0,015 211 0,061 17,0 0,042 23,9 0,089 48,6 0,058
IT1 » 67,2 0,032 68,8 0,029 61,1 0,036 57,4 0,028 68,8 0,057
v lnpuann 51,2 0,055 82,5 0,040 71,7 0,062 80,0 0,056 66,0 0,061
v » 86,2 0,058 53,5 0,090 66,3 0,096 874 0,096 90,0 0,050
VI » 59,5 0,120 62,7 0,240 51,2 0,130 80,5 0,120 72,3 0,110
v TpmaTrnamua 217 0,054 78,3 0,028 99,5 0,055 79,5 0,047 85,3 0,054
v » 61,7 0,100 745 0,076 75,8 0,103 83,6 0,055 78,2 0,082
V1 » 68,5 0,080 78,0 0,120 61,8 0,110 76,7 0,070 60,2 0,090




crernopanma T. JIsA moamMepa Ha ocHoBe 1 pasEa —80°, mna mommMepa us
11 — 81°, gaa I1I — 69°.

OnTHMATEHBIM pactBoputeneM A monytenus IICK us coepumermit IV u
V asuaserca CH,Cl,, mna VI — CHCI, (1a6x. 1).
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Boarmoe BIEAHME 0Ka3bIBaeT HA Mg, IICH ms IV—-VI kommenrTpanua mo-
HoMepoB (pmc. 2, a). OnTumanpHas KOHNEHTpanHs JAuA Bcex Tpex BXD
0,75 moasv/a.

Tnp 1 dnfa
012}

1] 1
125 0250 9375 9500 /zo 725 1:30 1:35
ﬂuaﬂ MOIIb//l .ﬂuaﬂ MUK, MOTTh /Maﬂb

Prc. 1. BinAnde MONLHOH KOHNEHTpanuu pguoNa (a) M MOJBHOrO COOTHOIIEHUHA
guox : aMEH (6) Ha Mop IICH mpm 20°
Pacrnopmem—CH,CIZ MOJIbHOE coOTHOmeHue xmodt : COCl=1 : {; npeMﬂ pearnuy 120 MEH,;

1, 2 —1, 3, 4 —1I, 6 — IIT; 1, 3, 5 — aKmeNTOp — NUPUIHH; 2, TIA; a — MOJBHOE
OTHOLIeHME JUIOJI axqen'rop-i H 3 6 — woRneHTpanus I m II — 0 375 III — 0 25 Mmouan/e

HauGonpmasn 1), BaGmaiogaeTcs mpu MoabHOM coorHomeHnm B®A : aMur=
=1:3 (pume. 2, 6). IlpoBegeHne mpomecca B NUPHAEHE IPEANOITHTENbHEe
{puc. 2, Tabx. 1).

¥Ycranosaeno, uto Bo BpeMa peakguu upm 20° Mg, IICK nsmemserca sxcT-
peManbHO. ITO, HO-BEAUMOMY, 00BACHAeTCA TeM, 110 BDA o6pasyer ¢ Tpe-
THYHBIME AMUHAMN KOMIUIEKC [5], obaapmaromumit craGoKmCABIME CBORCTBAME,
KOTOPHIA ¢HmOCOGCTBYyeT pACIIeIUIeHHI0 CHIOKCHCEA3M B IoamMepe, VsBecreH
aHagsormyHb gakt [3], xorma ¢parment lSi—O—Sié TparcPopMupO-

4 AN

BaJicA B DHAOMUKIMIECKNE CBASK >Si—0—cap 0pH AedCTBEM MeTaHOIa

7 n-toxyorcyiasdoruciaorsl, Ilpm 35° KOMIIEKC PaspymIaerca H MaKCHMYMA
Nap He HaGIIOJaETCA.

IICK ma ocuoBe coemumemmit IV—VI— Gecupernble mmm eATHe CMOJE,
xopomo pacreopamsie B CH,Cl, (M, =2000—4000).

Nz OITA cxepyer, uro mommmep Ha ocHOBe IV TepMocraGmiem Ha BO3IyXxe
mo 260—265° ma ocmose V — gmo 250—260°, ma ocmose VI —270—280°. Tep-
MOMeXaHHYecKHe HccilefoBaHOA mokasanw, 910 IICK ma ocmoBe IV Kpmeram-
gquayerced opu —91— —15° n mnaepures npuw —12°, mormMepst Ha ocHoBe V u VI
umelor I'.=—34 u —22° cooTBeTCTBEHHO.
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Uccneosanm Tarke comonukonfencauuio B®A nm momoMepos I—III ¢
COCL. ComonmkxoHgeHCANAI0 TPOBOAWIH B YCJAOBUAX, ONTHMAIBHEIX g IIOIH-
xonjencanun coeampenuii I—III. B pesyabrate momyuemnt naemxooGpasyio-
mue OpOoAYKTEL, xopoimo pacreopuMble 8 CH,Cl, u aneroxe.

OGpasoBaHne COmONAMEPOB MOATBEPKACHO TYpPOMANMETPHYECKAM THTDOBA-
HiieM COIOJEMepOB, POMOIOJIHMEPOB U X MexaHH4eckux cmeceii. HeroTopsie
pesyJibTaThl IpuBegeHH B Tabn. 2. BremeHue B MakpoMonekyasl speHnes BOA
yBel@dIuBaeT KaK TeMIEpaTypy cTeKiIoBaHusdA, Tak u tedeHus I.. Hampumep,

dnjz

np »
9716

912

£

1 i 1 | ] A Y
qu g6 g6 0. 1:20 125 1:30 1:35
ﬂauqenmpaquﬂ Maﬁamepo@ mons/n  Juan: awyeamaop HEL, Mmosis /mons

Puc. 2. Bamaade MONLHON KOHMEHTPALUH CYMMBI MOHOMepOB (a) H MOJb-
) HOro coorHomenasa BDA :amma (6) Ha tgop IICK mpm 20°
PacrpopuTesy ANA coenuAenuist IV, V — CH,Cl,, mua VI — CHCl:, Bpema 120 MuH.;
1, 2—1IV; 38, 4—7V,; 35, 6 —VI; 1, 8, 5 — aKmenTop — NUPUIUH, 2, 4, 6 —annerrrop
TDA; a — MOBHOe CooTHomenme BMA : TAA=1 : 3, 6—1IV A V—B CHCl;, VI— B
CHCl;; roHOeHTpanua Monomepoa 0,75 moavja

IJIA COMOJMMepa HAa OcHOBe Huona 1 ¢ comepmamuem Si 2,15% 7T.=38°, T.=
=92° mua comomuMepa Ha ocHoBe muona III ¢ comepmamuem Si 5,32% 7T.=
=45°, T.=110°. Ha repmpcrabunpnocts IICK Bresennme BOA He okxassiBaeT
CYIOECTBEHHOTO BIUAHEA,

®usuro-MexaEUYECKHe CBOMCTBA A JTHX COMOJHMEDPOB IMOKA3ANH, YTO
Mpefes MPOYHOCTH HPH PacTSAeHHN HaMeHseTca B mpemerax 60—200 xl'V/ca?,
a oTHocuTeabHOe yanuHeHue B mpemenax 100—300% B sammcumocTu ot coor-
HOIMEHHUA CHIIOKCAHOBOTO M kKapGomarHoro xKommoHenToB. UH-, AMP 'H-cmert-

Ta6amma 2
Conoamronencauua Si-nuonor ® BPA ¢ COCl,
(Bpema peaxnoud 120 mmH, 20°)
Mo.nbm;r—! . Conep:xatue KOHCTAHTHL
BOJA guosa o ‘flﬂp‘ Si B como- OCTATKOB o
Huos "Ha‘f“cﬁiﬁ%‘; BBIXOR, % aufs muamepe, % n%%ffe [';e’c?,/; °§§§§§‘£‘3§
I 0,7 34,7 0,190 8,43 33,5 0,214
0,5 43,7 0,225 4,84 18,9 0,219
0,3 56,0 0,298 2,15 10,0 0,260
0,1 63,0 0,528 0,67 2,5 0,223
I1I 0,7 69,6 0,064 10,25 78,6 1,570
0,5 61,1 0,062 7,75 58,7 1 430
0,3 69,6 0,128 : 5,32 40,0 1 550
0,2 68,1 0,054 3,41 26,0 1,400
0,1 88,8 0,066 2,25 16,7 1,790
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pol u saemenTrH amamas JICK, monywenmbix ma ocHOBe covymbeHmit I — VI,
T03BOJsAET NPANACATH UM CAEAYIOIIee CTPOCHHAE:

0 0
—[—O—R—o—g:—(o—n'—o—g)m—]n-—.
e R=—CHy—Si(CH,)y—O0—Si(CH;)y—CHy—; —(CHy)s—Si(CHg)g—O—Si(CHy)e—(CHa)s—
</._—>__(CH2)3—Si(CHs)2—o—Si(cﬂsk(cm,ho;
R'—-@—C(CHs)Q—@—; m=0 wm 1, n=3—16.
I/Ia OOJIYyY€HHBIX JKCOePHMEHTAJBHBIX JAHHBIX MOKHO CAeJAaTH BBIBOA O

TOM, 4T0 Hambonee akTHBHEIM MoEoMepoM cpepu 1—III asasmerca III, a cpemu
IV-VI-VL

ITocrynmwna B pegarkmdio
3111977
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NCCJIEROBAHHE PACTBOPOB W CTYQHEN IOJH-n-BEH3AMHIIA
METOJZOM CITHHOBOI'O 30HTA

Mdoe6uii E. B., Hosaesa M. M., Baccepman A. M.,
Raanawrnux A. T., ITanxos C. II.

MeTox cmHEOBOTO 30HAA YCIEIIHO HMPUMEHAETCA [UIA HCCIeNOBAHUA CTPYK-
Typsl m (a3oBHX paBHOBecHit B pacTBopax moimMepoB [1]. Ompegenenryi0
cneundury HasoBLIX IMpEBpamieHWi HMEIOT PACTBOPH HOXH-N-GeH3aMUMA
(ITBA), xoTophie NpH GOCTH;KEHHHM HEeKOTOPOH KOHIEHTPAIMH pPasfelanTcd Ha
IBe a3kl — H30TPONHEYI H AaHH3OTPONHYH (SKAZKOKpHCTawIHdecKyio) [2].
B xammoi us aTux a3 B CBOK 0Yepefh MOKET PasBHBATHECA IPOHECC KPHCTAJ-
JNE3aIuK, 06YCIOBIHBAIOIINIL 3aCTyIHEBAHAE PACTBOPA. JTO MpeBpaleHne Hpo-
HCXOANT ¢ KOCTATOYHO BBICOKOH CKOPOCTHbI0 IPA HOBBIMIEHHBIX TeMIIEPATypPax
H 3HAYNTEIbHO GbicTpee B aHM30TpomHO dase [3, 4].

OcHoBEIBasich Ha 3THX TaHHHX, YKAsHBAOIIIX Ha MeTacTa0HILHOCTE pac-
sopo IIBA oTHOCHTENLHO KPHACTAJIIN3aqUM, MOXKHO OpPERLIONaraThb, YTO KpH-
cTaJiIM3aluA, BbisbBaromiad obpasoBaHme CTynHed B pacrBopax IIBA, Bos-
MOKHA H B YCIOBHAX OOBIYHEIX TeMmmepatyp. Ilpu sTOM BO3MOMKHO OKHIATH,
aT0 0Ha GyHeT BaMeNJIeHHOM.

Uecxoma ma »TEX cooGpaskendii, GBUI0 HpeqUPUHATO H3yYIeHHe DPACTBOPOB
IIBA, xpaRamuxcsa Bo BpeMeHEN IpH OGBIYHO TeMIepaType, ¢ IIOMOMIBIO Me-
‘T0Ja CIHHOBOIO 30HMA. PesyanTaThl 9T0T0 M3yYeHUA IPEICTABIAIOT 0IBAJHEBII
TeopeTHYECKAE M IpaKTAYECKHU AHTepec, MOCKONBKY OHH OTHOCATCH, BO-Hep-
BHIX, K IOIUMEDPY, ABIAIMEMYCSH THIAYHEIM TPEJCTABATENEM HOBEIX KECTKO-
TeNHBIX BHICOKOMONEGKYJIADHEIX COeJUHEHMH, MCHONB3YeMBIX IiA IOXyIeHHR
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