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(57) Pedepar:

N306pereHnne  OTHOCHTCI K  XUMHUYECKOM
TEXHOJIOTUM KPEMHUHOPTraHUYECKUX COEIUHEHHUI.
IIpennoxen cnoco® MOJYy4YeHHUS
MIOJIMOPTAHOCUIIOKCAHOB MyTEM MOJIMKOHIEHCALUU
AJIKOKCHCUJIAHOB, KOTOPYIO IPOBOJAT B BOJHOM
cpeie, HACBIILIEHHON OUOKCUIOM YIJIEPOAd, IO
nasieHueM oT 150 go 350 atMm B TemmnepaTypHOM
uHTepBane ot 20 go 110°C. B xauecTBe UCXOOHOTO
AJKOKCHCUIIAaHA UCTIONIB3YIOT COEIMHEHHE,
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BBIOPAaHHOE U3 AIKOKCHUCHIIAHOB 001IIeil (hopMyIIBI
R! aR2 bSi(OR3)4_(a+b), rae R1=C1—C4 AJKWI WU

CgHs; R’=C 1-C4 amkum; R3:C1-C4 ankui; a=0, uiam
1, wm 2; b=0 wmm 1. TexHuueckudt pe3yabTaT -
MPEIIOKEHHBIN CIIOCO0 TEXHOJIOTUYEH, TTO3BOJISIET
IIOJIy4YUTh  LEJIEBOM  MOJMOPraHOCHUIOKCAH C
KOJINYECTBEHHBIM BBIXOJIOM pu MaJIon
MPOAOJKUTEIIBHOCTH NPOLECca U IIPU OTCYTCTBUU
OPraHUYECKOTO pacTBOpUTENs. 4 ui., 1 Tadm., 8 mp.
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(54) METHOD OF PRODUCING POLYORGANOSILOXANES

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to chemical
engineering of organosilicon compounds. Disclosed is
a method of producing polyorganosiloxanes by
polycondensation of alkoxy silanes, which is carried
out in an aqueous medium, saturated with carbon
dioxide under pressure from 150 to 350 ATM in a
temperature range from 20 to 110°C. As initial
alkoxysilane used is a compound selected from alkoxy
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silanes of general formula R aR2 bSi(OR3)4_(a+b), where

R'=C,-C, alkyl or C¢Hs; R?=C;-Cy alkyl; R*=C,-Cy
alkyl; a=0 or 1 or 2; b=0 or 1.

EFFECT: proposed method is producible, enables
to obtain a required polyorganosiloxane with
quantitative output at low process time and in the

absence of an organic solvent.
1cl, 4 dwg, 1tbl, 8 ex

11 €926¢ n o

1 O


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2576311

10

5

20

25

30

35

40

45

RU 2576311 C1

N300peTeHre OTHOCUTCS K XUMUYECKOW TEXHOJIOTUU BBICOKOMOJIEKYJISIPHBIX
KPEMHUMOPraHUYECKUX COSTMHEHUI, 2 UMEHHO K CTIOCO0Y MOJTyUeHUs TOJIMOPTaHOCUIIOKCAHOB
TUAPOIUTUYECKON MTOJIMKOH IEHCAIMEN AJIKOKCUCUIIAHOB.

N306peTeHre MOKeT ObITh UCIIOIB30BAHO B XUMUUECKON ITPOMBIIIIEHHOCTH 151
MPOU3BOACTBA MOJMOPTaHOCUIIOKCAHOB, KOTOPBIE COCTABISIOT OCHOBY MOJIMMEPHBIX
KOMITIO3UIMOHHBIX MATEPUAJIOB JJIs1 TOJYUYEHUS] TEPMETUKOB, KOMIIAYHAOB, a/IT€3UBOB,
Pa3HOOOPA3HBIX MOKPHITUH U T.I1., TPUMEHSIEMBIX B MAIIIMHOCTPOECHUHU, PATUOITIEKTPOHUKE
U IPyTUX 00JIACTSAX TEXHUKH.

Cnoco6 no U300 pPEeTEHNIO TO3BOJISIET MOIYYATh OJTMOPIraHOCUIIOKCAHBI PA3JIMYHOTO
CTPOEHUSI, B YACTHOCTH JIMHEWHBIE WU UKIIMYECKUE MTOTUANMETUIICUIIOKCAHBI, O€3
PACTBOPUTEIS U T00ABJICHHUS KATAJIM3ATOPOB.

N3BecTHO, UTO MOTMOPraHOCUIIOKCAHBI PA3IMYHOTO CTPOEHUS MTOTYYaIOT THIPOIMTHYECKOM
MOJIMKOH IeHCaluel (GyHKIMOHAIBHO 3aMEeIIIeHHBIX CUIAHOB. [ uaponmuTuueckas
MTOJIUKOH/ICHCAIUS - 3TO COBOKYITHOCTB TTPOIECCOB THAPOIIN3a (GYHKIMOHATIBHBIX TPYIIIT
HCXOJHOTO MOHOMEpA BOJIOM € MOCIEAYIONIeH TOMO- U reTepodyHKIMOHATIBHOMN
MOJIMKOH/IEHCALMEN, 00pa3yOLIMXCS TPU THAPOJIN3E UHTEPMEIUATOB.

N3BecTHBI CHOCOOBI MOTYUYEHUS TOTMOPTAHOCUIIOKCAHOB THAPOIU30M OPTraHOXIIOPCHIIAHOB
[Arnpuanos, K.A. Mertoss! anieMeHToopranndeckoit xumun. Kpemuuit / K.A. AHnpuatos.
- M.: Hayxka, 1968. - 699 c.; CokonoB, H.H. MeToas! cunTe3a nosvopranocuiokcanos/ H.H.
Coxkonos. - M.: 'ocxumuzaat, 1959. - 197 c.; 'uaponutruyeckas moJUKOHAESHCAIMS
opraHoxyiopcuiianoB (0030p) / B.M. Kombinos, JI.M. Xananamsuium, O.B. Illkonpauk, AT
HNBanos // BMC (A) - 1995. - T. 37, Ne3. - C. 394-416; Xananamsuiu, JI.M. Xumus u
TEXHOJIOTUS 3JIEMEHTOOPraHUYECKMX MOHOMEPOB U nojiuMepoB / JI.M. Xananamsuium. - M.
Xnmud, 1998. - 528 c.].

ITpormecchl ¢ UCTIONB30BAHUEM OPraHOXJIOPCUIIAHOB TPOTEKAIOT OBICTPO, HO
XapaKTepU3YIOTCS CIIOKHOCTHIO YITPABIICHUS M TEXHOJIOTUYECKOTO 0OPMIICHHUS, HATMYUEM
MIPOMEKYTOYHBIX CTA TN (PUITBTPALMK U HEUTPpATTU3ALMU POAYKTOB, 00pa30BaHUEM OOJIBIIIOTO
KOJIMYECTBA COJITHOKHUCIIBIX OTXO/I0B, B TOM YUCJIE TPOMBIBHBIX BOJ, KOTOPBIE CIIOKHO
YTUIM3UPOBAT.

N3BecTHBI cr1OCOOBI MOTYYEHUS TOJTMOPTraHOCUIIOKCAHOB THAPOJIUTUUECKOMN
MOJIMKOH/IeHcauuen ankokcucuiianoB [Hook, R.J. A 29Si NMR study of the sol-gel
polymerization rates of substituted ethoxysilanes / R.J. Hook // J. of Non-Cryst. Sol. - 1996. - V.
195. - P. 1-15; Schmidt, H. Principles of Hydrolysis and Condensation Reaction of Alkoxysilanes
/ H. Schmidt, H. Scholze, A. Kaiser. // J. Non-Cryst. Sol. - 1984. - V. 63. - P. 1-11; Chemical
modification of TEOS with acetic acid / A. Campero, R. Arroyo, C. Sanchez, J. Livage. //
Utrastructure processing of advanced ceramics. Edit. J.D. Mackenzie, D.R. Ulrich. - John
Wyley&Sons, 1988. - P 327-332; Tsai, M.T. Hydrolysis and condensation of forsterite precursor
alkoxides: modification of the molecular gel structure by acetic acid / M.T. Tsai // J. of Non-Cryst.
Sol. - 2002. - V. 298. - P 116-130; ITonukoHaeHcanys aIKOKCUCUIIAHOB B aKTUBHOM CPEJIE -
YHUBEPCAIIBHBINA METO/ ITOJIy4€eHus IoJimopranocunokcanos / E.B. Eroposa, H.I'. Bacuienko,
H.B. demuenko [u ap.] // JAH. - 2009. - T. 424, Ne2. - C. 200-204].

Cnoco0bl, UCTIONB3YIOIIME AIKOKCUCUIAHBI B KAU€CTBE MOHOMEPOB, 00JIa1aI0T PSAOM
MPEUMYIIECTB: CHUXKAETCS 9KOJIOTMYEeCcKasi Harpy3ka 01arogapst OTCyTCTBUIO OOJIBIIOTO
KOJIMUECTBA COJITHOKUCITBIX OTXO/IOB, HET HEOOXOIMMOCTH UCIIONIB30BATh IOPOTOCTOSIIIEE
KOPPO3UOHHO-CTOMKOE 000py0BAHHUE.

OHaKO rUAPOIIU3 ATKOKCUCUIWIIBHBIX TPYII MPOUCXOIUT 3HAUMTEIIbHO MeIJIEHHEee
TUIPOJIN3A XJIOPCUITHUIIBHBIX TPYIII, IIO3TOMY JIJISI YCKOPEHMS TAKUX TTPOIIECCOB HEOOXOIUMO
UCIOJIb30BAHHE KATAIU3aTOPOB.
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N3BecTHBI CIIOCOOBI MOTYUYEHUS TTOJTMOPTaHOCUIIOKCAHOB TUAPOJIM30M AJIKOKCUCUIIAHOB
B IIPUCYTCTBUM KUCIIOT U OCHOBAHMI, OTHAKO JJISI 3THUX CIIOCOOOB XapaKTEePHbI HEMOIHAS
KOHBEPCHUSI MOHOMEPA U AJIKOKCUCWIIMIIBHBIX TPYIIT, HEOOXOIUMOCTD UCTIOJIb30BAHUS
pacTBOpUTEIIEN, OTCYTCTBHUE CEJIEKTUBHON HAIPABIEHHOCTH IIPOLECCOB ISl 0Opa30BaAHUS
MIPOJYKTOB 33JaHHOW CTPYKTYPBI B CIIy4ae TMAPOIIN3a AMOPTraHOANAIIKOKCUCUIIAHOB, HAJTUUWE
JIOTIOJTHUTEIBHBIX CTAIUA OYUCTKHU MPOAYKTOB OT KATAIM3ATOPOB (HEUTpaAIU3aALMS,
(buIbTpanys, OTMBIBKA), YTO MPUBOIUT K CHIPKEHHUIO BBIXO/IA M KAUECTBA [EJIEBOTO MPOTyKTa
[Rankin, S. 29Si NMR study of base-catalyzed polymerization of dimethyldiethoxysilane / S.
Rankin, A.V. McCormick // Magn. Reson. Chem. - 1999. - V. 37. - P. s27-s37; Sanchez, J. 29Si
NMR Kinetic Study of Tetraethoxysilane and Ethyl-Substituted Ethoxysilane Polymerization in
Acidic Conditions / J. Sanchez, S.E. Rankin, A.V. McCormick // Ind. Eng. Chem. Res. - 1996. -
V.35.-P 117-129; Zhang, Z. Hydrolysis and Polymerization of Dimethyldiethoxysilane,
Methyltrimethoxysilane and Tetramethoxysilane in Presence of Aluminum Acetylacetonate. A
Complex Catalyst for the Formation of Siloxanes / Z. Zhang, S. Sakka. // J. Sol-Gel Sci. Technol.
- 1999. - V. 16. - P 209-220; Perfomance enhancement of polybenzoxazine by hybridization with
polysiloxane / H. Ardhyananta, M. Wahid, M. Sasaki, T. Agag // Polymer. - 2008. - V. 49. - P
4585-4591].

N3BecTeH criocob mnoayyeHus IMHEWHBIX OPTaHOMOJIMCUIIOKCAHOB ¢ KOHLEBBIMU
TUIPOKCUIIBHBIMU I'PYIIITAMU TUIPOJIU30M JTUATKOKCUCHIIAHA B ITPUCYTCTBUM COJISTHOM KMCIIOTBI
B TeYeHHe | yaca ¢ mocienyomum J00aBIeHHEM OKCUI0B MeTalIa ISl HeUTpalIu3aluu
KaTaJu3aTopa, CYIIKON MPOIyKTa HAJI CyTb(aTOM MArHUs U y1aJIeHUEM CITUPTA U3 TIPOTyKTa
(matent SAnonuun JP 2652307).

HenocraTtkamu crioco6a sIBIIsIeTCS MHOTOCTAIMHHOCTb, HAJIMUME OTXO/I0B, HEMOJIHAS
KOHBEPCHUSI MOHOMEPA, OTCYTCTBUE CEJIEKTUBHOCTH ITpOLECCA.

N3BecTeH nByxcTaauiHbIN CIIOCOO MOTyUEHHUs TTOJTUOPTaHOCUIOKCAHOB C KOHIEBBIMU
TUAPOKCUCUIIMIIBHBIMY Tpynnamu (mateHt Anonnu JP 3079939), rae Ha nepsBoii craaun
MPOBOJST TUIPOIIUTUUECKYIO ITOJIMKOHICHCAIUIO OPraHOAIIKOKCUCUIIAHOB B IIPUCYTCTBUU
CyIb(OKATUOHHUTA B T€UEHHUE 4 YACOB U MOIYYAIOT MPOAYKTHI C KOHIEBBIMU
3TOKCUCUJIWIIBHBIMU T'PYIIIAMH, HA BTOPOU CTaAUU MPOBOAST THIPOJIU3 ITUX TPOAYKTOB,
NpubaBIsis JOTOJHUTEIbHOE KOJIMYECTBO BOJIBI.

HenocraTkamu crioco0a sIBIISIFOTCS] HETTOJIHAS KOHBEPCUSI MOHOMEpPA, HU3KAasi MOJIEKYJIsIpHAst
Macca NpoayKTa, HaJIMYMe JTOTIOJTHUTEIbHBIX CTA/IMI OUYMCTKU U BBIACIICHUS] TPOAYKTA.

N3BecTeH criocob nonyyeHus: HOJIMOPraHOCUIIOKCAHOB, 3aKITIOUAIOLIUICS B IPOBEACHUN
MOJIMKOH/ICHCAIIUA OPTaHOAIKOKCHUCUIIAHOB B MYPaBbUHOMW KUCIIOTE C UCIIOJIb30BAHUEM
MOHOOOMEHHO CMOJTBI B KauecTBe katanusatopa (EBpomnetickuii natent EP 0431409).

Henocratkamu JaHHOTO crioco0a SBISIOTCS: HU3Kasi MOJIEKYJIIpHas Macca MPOAYKTa,
OTCYTCTBHE IMOJIHOM KOHBEPCHU aJIKOKCUTPYII, TPOAOIKUTEIBHOCTD ITPOLECCa B TEUEHUE
3-4 nHel, OTCYTCTBUE BO3MOKHOCTH YIIPABIIEHUSI CTPOEHUEM U COCTABOM MPOAYKTA.

N3BecTHBI cr1OCOOBI TUIPOIN3a TETPAATIKOKCUCUIIAHOB B YCIIOBUSIX CBEPXKPUTUUYECKOTO
CO, B IpUCYTCTBUM KATAIU3ATOPOB - HEOPTaHUUECKUX U OPraHUYECKUX KUCIIOT, T1Ie

cBepxkputrnyeckuii CO, BBICTYIIAET B POJIM PACTBOPUTEIS, YTO SIBIISIETCS IPEUMYILIECTBOM
9THX CIIOCOOOB, TaK Kak 1ocie copoca nasieHus razoo6pasueiit CO, yJaeTyunBaeTcsi, U He

TpeOyeTcs JOMOTHUTENIBHBIX CTA UM YAaIeHUSI PACTBOPUTEIIEH B OTJIMYME OT BBIIIEONUCAHHBIX
crioco6oB (Moner-Girona, M.; Roig, A.; Molins, E.J. Sol-Gel Route to Direct Formation of Silica
Aerogel Microparticles Using Supercritical Solvents Sol-Gel Sci. Technol. 2003, 26, 645.; A.
Rao, D. Bhagat Solid State Sciences 6 (2004) 945-952; natent CIIIA US 6670402). OnHako
CO, B yKa3aHHBIX CITIOCOOAX HE SIBJISIETCS pEareHTOM U He y4acTBYET B IIpoliecce
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ITOJIMKOHACHCAINHU, €TI0 KIIIOYCBA POJIb 3aKJII0YACTCA B OCYIIKE I'CJIs, o6pa30BaBmerocs1 IIpn
B3aMMO/ICACTBUHA TETPAAJIKOKCHUCHUIIaHA U KaTaJInu3aTopd, U IIOJTYYCHHUH TdK HA3bIBAECMOT'O
aAd2pOorceii. CHOCO6I>I, B KOTOPBIX ITPUMCHAIOT CBerKpI/ITI/I‘leCKI/Iﬁ C02, HC UCIIOJIb30BaJINCh

JUUTS TIOJIYYEHHUS 3aMEIIEHHBIX OJIMOPraHOCUIIOKCAHOB.

N3BecTeH criocod noinyyeHus: HOJIMOPraHOCUIIOKCAHOB IYTEM TMAPOJIMTUYECKOMN
MOJIMKOH/IEHCAIMU AJIKOKCUCUIIAHOB B aKTUBHOM Cpe/ie, TPeICTABIISIONIEH COO0H KapOOHOBYIO
KHUCJIOTY, KOTOpas BBICTYIIAET OJHOBPEMEHHO B POJIM PEAreHTa, KaTaIu3aTopa u
pACTBOPUTEIS, UJIK CMECh KapOOHOBOM KUCTOTHI U pacTBoputens (RU 2006113775; E.B.
Eroposa, H.I'. Bacunenko, H.B. lemuenxo [u ap.] // JAH. - 2009. - T. 424, Ne2. - C. 200-
204). Ilpu 3TOM KOJIMYECTBO KAapOOHOBOM KUCIOTHI COCTABIMISAET OT 3 10 20 MOJIb HA 1 MO
AIIKOKCUCUIIAHA, & KOJIMYECTBO UCTIOJIb3yEMOT'O PACTBOPUTENS B PEAKLIMOHHOM CMecH - OT 10
110 90 00beMH. %. [1poaomkUTENBbHOCTH IIpoLecca BapbupyeTcs oT 5 g0 20 yacoB B
3aBUCUMOCTH OT UHMCIIa aJIKOKCU-TPYIIIT MOHOMepa. BrizieseHue npoykra B yKa3aHHOM
Croco0e OCyIIEeCTBIISIIOT OTTOHKOM JIETKOJIETYYMX KOMIIOHEHTOB. DTOT CIOcoO Hauboee
OJIM30K K IIpeAJIaraeéMoMy CrocoOy Mo TEXHUUYECKOH CYIIIHOCTH U MOKET paccMaTpUBATHCS
KaK MMPOTOTHIL.

Henocratkamu gaHHOTO crioco6a ABISIOTCS: HAJTMYUE TOOOYHBIX TPOAYKTOB - CIIUPT,
BO/IA, CJIO’KHBIH 3(hup KapOOHOBOM KUCIOTHI, UTO OCIIOKHSIET U 3AMEJISET BbIIETIEHHUE LIEJIEBOTO
MOJIMOPraHOCUIIOKCAHA, HEOOXOIMMOCTh UCIIOJIB30BaHUS OOJIBIIMX 00bEMOB KAapOOHOBOM
KHUCIIOTBI, PACTBOPUTENIS U OOJIbIIAs TPOJOIKUTENIBHOCTD IIPOLEcca IO CPABHEHMIO C
MPOJIOJKUTENBHOCTBIO TUIPOJIMTUYECKON MOJIMKOH/IEHCALMU OPraHOXJIOPCUIIAHOB, KOTOPast
MIPOTEKAET B HENIPEPBIBHOM PEXUME.

3agaueit 3asBIIsIEMOT0 U300pETEeHHUS SIBIISIETCS CO3/IaHKue Y(PPEKTUBHOTO TEXHOJIOTUYHOTO
croco0a MoJy4YeHHs! MOJIMOPTraHOCUIIOKCAHOB U3 aJIKOKCUCUIIAHOB, KOTOPBINM 0OecrieunBal
OBl MOJIHYIO KOHBEPCUIO MOHOMEPA ITPY MAJIOHN MPOIOIKUTEIBHOCTH ITPOLIECCA U B OTCYTCTBUE
OPraHU4YeCcCKOro pacTBOPUTENSL.

3agaya pemaercs 3asBIsIEMbIM CIOCOOOM MOIYUYEHUS TOJTMOPTraHOCUIIOKCAHOB IyTEM
MOJIMKOH/ICHCAIMY AJIKOKCUCUIIAHA, TPUYEM TTOJIMKOHAEHCALMIO ITPOBOAST B BOJHOM CpeaE,
HACBILIEHHOW JUOKCUIIOM YIJIEPOAA, 1o aasjaeHueM ot 150 1o 350 at™ B TemiiepaTypHOM
untepnajie ot 20 1o 110°C. B kauecTBe UCXOTHOTO AJIKOKCUCUIIAHA UCTIOIB3YIOT

AJIKOKCUCWIIAH, BBIOPAHHBIN W3 COeAMHEHUH 00111el HopMyIIbl R! aR2 bSi(OR3)4_(a+b), rae
R! 0603nauaer C;-Cy ankun wim CeHs;
R? 0Go3Hauaer C-Cy4 anku;

R® 0GosHauaer C-Cy4 anku;

a paBHo 0, wiu 1, uim 2;

b paBHO O vy 1.

Bpewms npoBeaeHrs MOJIMKOHICHCALMU 3aBUCUT OT CTPYKTYPBI UICXOJHOTO aJIKOKCHUCUIIAHA
u coctaBisieT oT 10 muH 110 3 yacos (Tabmuna 1).

B otnuuue ot cnocoba-npotoTuna, rae rupoIMTUUECKYIO TTOJTMKOH/IEHCAIUIO
aJIKOKCHUCUIIAHOB MPOBOSAT B U30BITKE KapOoHOBOM KMCITOTHI (RU 2006113775), B 3aBI€HHOM
croco0e MOJIMKOHACHCAIUIO ATKOKCUCUIIAHA TIPOBOJISIT B BOJHOM Cpeie, HACBIIIIEHHOM
JIMOKCUJIOM yTIIepoja, o aasjienrem ot 150 mo 350 at™ u temnepatype ot 20 g0 110°C.
PacTtBop auokcuaa yriepojaa B BOJi€ MPY TAKMX 3HAUEHUSIX TEMIIEPATYPhI U TaBICHUS
XapaxkTepusyeTcsl 3HaueHreM pH B nuanasone ot 2,8 10 3,9, TO eCTh MPEeACTaBIISIET COOOM
YTOJbHYIO KUCTIOTY, KOTOPAasl BBICTYIIAET B POJIM KaTAIM3aTOPa THAPOIUTUUECKON
MMOJIMKOH/ICHCAUM MOHOMEDPA.
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B 0o611em Buzie rupoMTUYecKast IOJIMKOH IEH AW AJIKOKCUCUIIAHOB B YTOJIbHOM KUCIIOTE
MOJXeET OBITh MPE/ICTABIICHA CIIEIYIOIIeH CyMMapHOM CXeMO:

H,CO,

RLR2Si(OR%), (1) - R30OH

[R'.R%Si0; 4| LOH

C02+H20"_—'_+H2CO3‘—> H+ + HCO-3

rae: R! o6o3nauaer C,-C4 anxun unu CgHs; R? 0603HauaeT C,-C4 anku; R® 0603HauaeT
C-C4 anxum; a paBHo 0, wiu 1, i 2; b paBHo 0 uiu 1; n 0603Ha4aeT KOJIMYECTBO

3JIEMEHTAPHBIX 3BEHBEB 1ICTIH.

[TpoaomKUTENBHOCTD TUAPOJIUTHYECKOMN TTOJIMKOHICHCAIIMM aJIKOKCUCHIIaHA B TAKUX
YCIIOBUSIX COCTABJISIET HE OOJiee TpeX YacoB, TOrJa Kak B IPOTOTHIIE - OT 5 70 20 yacoB.
KoHeuHbIl MpOYyKT MOJMKOHAEHCAIMM COCTOUT U3 MOJIMOPTraHOCUIIOKCaHA, CIIUPTA, BOJbI
Y IUOKCUJA YIJIEpOoda, YTO YIPOIIAET BhIAEICHUE LEJIEBOro MpoaykTa. JAuokcusa yriepoaa
CaMOITPOU3BOIILHO YAAJISIETCS U3 peaKTopa IMpu cOpoce JaBIEHUS, OCTABIIUECS KOMITIOHEHTHI
MPEACTABIISIIOT CO00M TeTepoda3HyIo CUCTEMY, COCTOSIITYIO U3 LEIEBOTO
MOJIMOPTAHOCUIIOKCAHA U BOJTHO-CIIUPTOBOTO cjios. [1ocie oTaeneHrst BOAHO-CTUPTOBOTO
CJ10S1 CWIIOKCAHOBBIN clloi aHanmu3upytoT ¢ momolnbsio [KX, I'TIX, UK- u AMP-
crieKTpockonuu. Takum o6pa3om, BEIACICHHUE LIEJIEBOTO MTPOIYKTa HE TPeOYeT oneparuid,
CBSI3AHHBIX C YJAJICHUEM PACTBOPUTENIS U OOJIBIIOTO U30BITKA KUCIOTHI (KaK B MMPOTOTHUIIE).
LleneBoti MOJIMOPraHOCKUIOKCAH MOJIYUYaIOT C KOJIMYECTBEHHBIM Bbixo oM. Ha mpumepe
TM(DYHKIMOHAIBHBIX AJTKOKCUCHUIAHOB IMOKa3aHa BO3MOKHOCTh YIIPABIICHUS CTPYKTYPOU
npoaykTa. Tak, MOBBIIIEHUE TEMIIEPATYPbI MOJTMKOHICHCAUN TUMETUIIIMITOKCUCUIIaHa OT
60°C (mpumep 1, Tabauua 1) no 110°C (mpumep 5, Tabnuua 1) npUBOAUT K YBETMUEHUIO
BBIXO/1a JIMHEHHBIX MOJIMOPTaHOCUIIOKCAHOB OT 57 110 88%.

TexHuueckuii pe3yabTaT, TOCTUTAEMBbIN B 3asIBJIECHHOM U300PETEHUH, 3aKTI0YAETCS B
3HAYUTEJIbHOM COKPAIIEHUU JJIMTEIbHOCTH IIPOLIecca MPU MOJTHOM KOHBEPCUM MOHOMEDPA;
MIPOBEICHUH TTOJIMKOHICHC AU O€3 UCITOIb30BAHUSI OPTaHUUECKOTO PACTBOPUTETIS; B MEHEE
TPYAOEMKOM BBIJEIICHUM LEIEBOTO MPOIYKTAa U BOZMOXHOCTU YIIPABJIEHUS CTPOCHUEM
00pa3yroIIerocs MpoayKTa.

AHanmu3 nTpojyKTa rnocje copoca IaBJIeHUs U OTIEJIEHUs] BOJHO-CIIUPTOBOTO CIIOS

npoBoauiau Mmerogamu [KX, I'TIX, K- u 'H SMP-ciekTpocKOoIuHu.

Ha ®uwr. 1 npusenen '"H SIMP-cniekTp peakquOHHOW CMecH, OJIYYEHHO! B TpuMepe |
nociie copoca aaBieHus. st onpeaeneHust KOJIMYecTBa KOHLUEBBIX THAPOKCUIIBHBIX TPYIII
MPOBOJWIIM OJIOKMPOBAHUE ITOJTYYEHHOT O MPOAYKTA AUMETUIBUHUIXJIOPCUIAHOM B YCIIOBUSIX,
00ecIeurBaIoOIMX UX MTOJIHYI0 KOHBEPCHUIO.

Ha ®uwr. 2 npusenex 'H amP CHEKTP OJIOKMPOBAHHOTO MOJIUIMMETUIICUIIOKCAHA U3
npumepa 4. CoaepkaHue BUHWIIUMETUICUIWIBHBIX TPYIII U, COOTBETCTBEHHO,
TUIPOKCUIIBHBIX FPYII OMPEAEISIOT IO COOTHOIIEHUIO UHTETPAJIbHBIX MHTEHCUBHOCTEHN
CUTHAJIOB IPOTOHOB METAJIbHBIX I'PYII Y ATOMOB KpeMHHUs B 0651act 0=0,06 M.1I. ¥ TPOTOHOB
BUHUJIBHBIX TPYII B 001acTh 0=5,9 M.]I.

MoutekysipHO-MaccOBO€ pacipeiefieHue MOoJIy4eHHbIX 0opasuos onpenensm ' TIX-
aHaJIM30M 00Pa3I0B, a COCTAB JIETYUHX IMOJTMOPTaHOCUIIOKCAHOB onpeessii MmetoaoM [ KX,
B xauectBe npumepa Ha Pur. 3 npuBeaeHa [ YKX-kpusas nmg npumepa 3, KOTopast TAIIMYHA
quts ipuMmepoB 1-6. Ha ®@ur. 4 npeacrasnensl ['TIX-kpuBbie NpoayKTOB, MOJYUEHHBIX B
npumepax 4 u 5.
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YcioBus MOJIy4eHMsI M PE3YJIbTAThI UCCIEA0BAHUS ITOJyYEHHBIX ITOJIMOPIraHOCUIIOKCAHOB
npeacrasiensl B Tabmuue 1.

N306peTeHre WuttocTpupyeTcs: IpUBEIEHHBIMU HUKE TPUMEPAMU €r0 OCYIIECTBIICHUS.

ITpumep 1. ITomkonnencaums (CH3),S1(OC,Hs), B cpene yroapHOM KUCIOTHI.

B aBTokmnaB 00bemoM 20 mMir momemaroT 10 MiI IMMETWIAMITOKCUCHIIAHA U 5 MJI BOIBI
Milli-Q. 3arem B aBTOKIaB oAatoT CO, npu nasiaeHuu 150 atm. C mOMOIIbIO 3JIEKTPOHHOTO

TepMoCTaTa 3aJ1al0T TEMIIEpATypy BHYTPHY aBTOKJIaBa, paBHyto 60°C. I1poiecc mpoBoasT B
TeueHue 3 yacoB. 3aTeM JIaBJICHHE COPAChIBAIOT, OTACIISIOT BOIHO-CIIMPTOBOM CIIOM.

CutokcaHoBbIH ciioi anamu3upyroT ¢ nomoitnbio [KX, I'TIX, UK- u AMP-cnexkTpockomnumu.
Boixon nonmuaumeTtuincuiiokcana konmuectBeHHbIN. [ 2KX: [(CH3),Si0]5 - 3%, [(CH3),Si0]4

- 33%, [(CH3),Si0ls - 7%, HO-[(CH3),Si0],-H - 57%. I'TIX: M,=500. ITo naHHBIM 'H amp
MMPOIYKT COJepkUT 1,2 Macc. % ocraTouHbIx EtO-rpynii (o0 COOTHOLIEHUIO CUTHAJIOB
CH;CH,O0Si- u CH3Si- rpynm). MK-cniektp (CCly), viem™: 3300 (SiOH). Komnuuectso

TUAPOKCUIIBHBIX TPYIII, ONPEICIEHHOE MTOCTIe OJIOKMPOBAHUS JUMETUIBUHUIIXIOPCUIIAHOM,
cocTaBiseT 9,2 macc. %.

[Tpumepsr 2-8. [TomukoHAEHCAINIO ATKOKCUIIAHOB B MIPUMEPAX 2-8 OCYILECTBIISIOT 10
METO/IMKe, aHAJIOTUYHOM onrcaHHoM B [Ipumepe 1. YcnoBus monydeHus U pe3yabTaThl
UCCJIEIOBAHUS TTOJTYYEHHBIX MOJIMOPraHOCUIIOKCAHOB MpeAcTaBieHbl B Tadmuue 1.

Takum o0pazom, mpeaaraeMbiil Coco6 001a1aeT CIeIYIOIMMMHU TPEUMYIIIECTBAMMU:

- OH ITO3BOJISIET MOJIyYaTh MOJUOPraHOCUIOKCAHBI PA3JIMYHOTO CTPOCHUSI, B YaCTHOCTHU
JIMHEWHbIE WM UUKIIMUECKUE IMOJIMIUMETUIICUIIOKCAHBI U PEryIMPOBATh CTPOCHUE
00pa3yroIierocs NpoayKTa;

- IPU 3TOM 3HAUUTENIBHO COKPAIIIAETCS BPEMSI MMOJIMKOHACHCAIUH;

- HET HEOOXOIMMOCTH 100ABISATh OPraHUYECKUN PACTBOPUTEIIb U KaTaJau3aTop;

- MEHEE TPYJI0EMKOE BBIJICIICHHUE LIEJIEBOTO MTPOIYKTA;

- croco6 60J1ee TEXHOJIOTUYEH, YeM TTPOTOTHIL.

Tabnunpa 1
Ne YenoBHA KOHOEHCALHHA XapakTepHCTUKA IPOSYKTa
o P, T, °C Nponomxurens Koneepcus Kon-so Kon-po CooTHoLIeHHEe
o art™ HOCTB, MHH MOHOMepa, %o OA]kUCTarr , OH- LHKYTHH
MoHoMep % Mace Tpynm,
% macc.
1 {CH3)28i(0C2Hs): 150 60 180 100 1.2 92 43/57
2 (CH;),8i{(OCHs), 150 60 60 8,6 9.1 35/65
3 {CH;5)(CsHs)Si{OC2Hs)z 150 60 10 2,5 6,0 16/84
4 (C2Hs)%Si(OC3Hg) 350 60 180 2,6 11,8 44/56
5 (CH3),8i(0OC;Hs) 150 110 60 3,7 82 12/88
6 (CH;):8i(OC;Hs) 350 60 60 6,5 9.6 37/63
7 (CH;)Si(OCH3)3 150 116 60 2,3 7.2 -
8 (CH;3):Si(0OCH;)2 150 20 60 6.0 3.6 40/60

dopmya u3o0peTeHus
Croco0 noirydeHust MoJIMOPraHOCUIIOKCAHOB Iy TEM TOJIMKOHICHCAIIMM AJIKOKCUCUIIAHA,

BBIOPAHHOT'O U3 AJIKOKCUCUIIAHOB 00111ei (PopMyITbI R! aR2 bSi(OR3 )4-(a+b)> TIIC
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R! 0603nauaer C;-C, ankun nmm CgHs;
R? 0603Hauaer C-C4 anku;

R? 0GosHauaer C-C4 ankum;

a paBHO 0, wiu 1, uim 2;

b paBHo 0 i 1,

OTJIMYAIOIIUICA TEM, UTO NOJIMKOHIEHCALUIO IIPOBOAAT B BOJIHOM Cpele, HACBILLIEHHOMN
JIMOKCUJIOM YTIIEpOJa, o AaBjieHreM oT 150 1o 350 at™ B TeMIiepaTypHOM UHTEPBAJIE OT
20 mo 110°C.

Crp.: 8
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