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H3yueno 3aumooeiicmaue noaIUDEHUICUNCECKEUOKCAHA C AUeMUIAYeMOHAMOM All0MU-
HUA 8 YCI06UAX MEXAHOXUMUYECKOU akmusayuu. AKmueayuio npogoouIu 8 NaaHemapHoil Mo-
Homenvuuue «Pulverisette 6» ¢ meuenue 3 mun npu uacmome spauienusn 600 06./mun. Coomno-
UieHIe MACChbl HACAOKU K Macce noie3noll 3azpy3ku pasuaiocs 1,8. Ilonyuenst pacmeopumesle no-
AUATIOMOPEHUICUTIOKCANDL C cooepricanuem antomunus om 2,7% 0o 7,3%. Ilposedeno cpasnenue
ROIYYUEHHBIX Pe3YIAbMAMO8 C Pe3yibmamamy MeXaHOXUMUYECKUX CUHME308 HA 0CHO8e OKCUOa
AIIOMUHUA U ROAUQEHUTICUICECKEUOKCARA. YCMAH061eH0, YUMo npu UCHONb308AHUN AUemua-
UemoHama anoMUHUA MACCOBAA 001 PACEOPUMO20 HOAUATIOMOPEHUNCUIOKCAHA U COOEPHCa-
HUe aNIOMUHUA 8 HEM YBEIUNUBAIOMCA HO CPABHEHUIO C AHATIOZUYHBIMU CUHME3AMU, 6 KOMOPbIX
ucnoav3oeanca okcuo antomunua. llokazana 3agucumocms cocmasa noiyueHHbIX RPOOYKmMoe om
UCXOOHO20 MOIbBHO20 COOMHOUIEHUSA NOJIUDEHUICUICECKEUOKCAHA U AUemUIayemonama anio-
MUHUA. Ycmanoeneno, 4mo npu ucxoonom coomuouwtenuu Si:Al = 1:1 oopazyemca ghpaxyus co-
cmaea, 61U3K020 K 3a0aHHOMY. Yeenuuenue MoabHOU 001U ayemunayemonama airOMUHUA 8 uc-
XO0OHOIL cmecu 6 084 pa3a HO OMHOWEHUIO K HOTUPEHUICUTICECKEUOKCAHY NRPUEOOUN K YMEHbULe-
HUIO CO0EPIHCARUA ATIOMURUS 6 PACIEOPUMBIX (PPAKUUAX, OMCYMCMEUIO (PpaKyuu ¢ 3a0aHHbIM
COOMHOWEHUEM KPEMHUA K QIIOMUHUIO U NOAGIEHUI0 HEPACMEopuMoll pakyuu. Bovickazano
npeononocenue, YUMo yeeaudeHue 3azpyHceHHoCmu aKmueamopa NPensamcmeoeano npoueccam
oughghyzuu u coeporcueano ezaumooeiicmeaue peazenmos. Cocmae noayueHHovIX RPOOYKm o8 u3y4eH
Mmemooamu nemenmnozo ananuza, UK- u AMP-cnekmpockonuu, 31eKmpoHHONU MUKPOCKORUU.
C nomouyvio memooa I1eKmpPOHHON MUKPOCKORUU OOHOI U3 PACHEOPUMBIX (PpaKyuil noKkazano,
Ymo HA HOBEPXHOCHIU COOEPHCAHUE AMOMOE8 KPEMHUA DONIbUie, d AMOMOE AIIOMUHUS MEHbULe
Ccpeonux 3HaueHuil, NOJIYYEeHHbIX 8 X00e XUMUUECK020 I1emMeHmHozo ananuia. Paznuuue 6 co-
cmaege 6HEUIHUX U 6HYMPEHHUX C10€6, NO-8UOUMOMY), C8A3AHO C 27100YIAPHOI CIMPYKMYPOU NOIU-
Mepa, 00HAPYHCEHHOI ¢ HOMOULBIO ITIEKMPOHHO20 CKAHUPYIOU,e20 MUKPOCKONA.
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A.A. KanyctuHa u nip.

The interaction of polyphenylsilsesquioxane with aluminum acetylacetonate under condi-
tions of mechanochemical activation in a Pulverisette 6 planetary monomill with a frequency of
600 rpm for three minutes was studied. The ratio of the nozzle mass to the payload mass was 1.8.
Soluble polyaluminophenylsiloxanes with an aluminum content of 2.7% to 7.3% have been ob-
tained. The obtained results are compared with the results of mechanochemical syntheses based on
aluminum oxide and polyphenylsilsesquioxane. It has been established that when using aluminum
acetylacetonate, the mass fraction of soluble polyaluminophenylsiloxane and the aluminum con-
tent in it increase in comparison with similar syntheses in which aluminum oxide was used. The
dependence of the composition of the obtained products on the initial molar ratio of polyphen-
ylsilsesquioxane and aluminum acetylacetonate is shown. It has been established that at the initial
ratio Si:Al = 1:1, a fraction with a composition close to the specified one is formed. An increase in
the molar fraction of aluminum acetylacetonate in the initial mixture by a factor of two with respect
to polyphenylsilsesquioxane leads to a decrease in the aluminum content in soluble fractions, the
absence of a fraction with a given ratio of silicon to aluminum, and the appearance of an insoluble
fraction. It has been suggested that an increase in the workload of the activator hindered the dif-
fusion processes and hindered the interaction of the reagents. The composition of the products
obtained was studied by elemental analysis, IR and NMR spectroscopy, and electron microscopy.
Using the method of electron microscopy of one of the soluble fractions, it was shown that the
content of silicon atoms on the surface is higher, and aluminum atoms are lower than the average
values obtained in the course of chemical elemental analysis. The difference in the composition of
the outer and inner layers is apparently associated with the globular structure of the polymer, which
was detected using a scanning electron microscope.

Key words: polyphenylsilsesquioxane, tris-(2,4-pentanedionate) aluminum, polyalumophenylsiloxanes,

mechanochemical activation
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BBEJJEHUE

B nocneanee Bpems HaOMpaeT MOMyJIIPHOCTD
WCIIOJIb30BaHUE TaKOTO METOJa, KaK MEeXaHOXHUMHYe-
CKasi akTHBAIIMs, OCOOCHHO B 00JIaCTH OPTaHUYECKOH,
3JIEMEHTOOPTaHUYECKON U BBICOKOMOJIEKYJISIPHON XU-
muu [1-6]. B cBs3u ¢ aTIM Oortbiioe yucio paboT mo-
CBSIILIEHO M3YyYCHMIO Pa3JINUHBIX YCIOBHHA MEXaHOXH-
MHUYECKOTO CHHTE3a (BpeMs aKTUBALMH, CKOPOCTh Bpa-
IIeHN, KOJIMYECTBO TOMOJIbHBIX IIapOB, 3arpy3ka Oa-
pabana) [7-13]. OnHako Ha XO0JT MEXaHOAKTHBAIIUU
BJIMSIIOT HE TOJIBKO yCTaHABJIMBAaE€Mble TTapaMeTPhI aK-
TUBaTOPOB, HO M CTPOCHHE HCXOAHBIX IIOJIMMEPOB.
Hampumep, aBTopbl paboTs! [14] moka3anu, 4to 00b-
€MHBIE U 3BE34aThle MOJUMEPHI UMEIOT 0oJiee BBICO-
KYIO 9yBCTBUTEIPHOCTh K MEXaHHYECKOMY HampsoKe-
HUIO 1T0 CPaBHEHUIO C JMHEHHBIM MOJIIMEPOM, UMEFO-
MM aHAJIOTUYHYIO MOJIEKYIISIPHYIO Maccy.

B 0630pe [15] aBTOpHI YKa3bIBaIOT Ha BO3MOXK-
HOCTh MEXaHOXMMHMUYECKOTO CHHTE3a KOOPIMHAIOH-
HBIX TOJIMMEPOB, a TAKXKE MOKA3bIBAIOT, YTO AAHHBIN
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METOJI SIBJIIETCS YHHUBEPCAIBHBIM W TPHUBOJSAIIAM K
00Jiee BBICOKMM BBIXOJIaM IO CPaBHEHUIO C TPaaUIIHU-
OHHBIMH «PACTBOPHBIMK» METOJaMH. MeXaHOXHMHU-
YECKHUH CHHTE3 UMEET MOBBIIMICHHYIO CTEXHOMETpUYE-
CKYIO ¥ TOTIOJIOTHYECKYHO CEJIeKTUBHOCTb.

HaGwuparot nomynspHOCTS 1 pabOTHI 1O H3y4de-
HUIO CHHTE3a 3JIEMEHTOOPTraHOCHUJIOKCAaHOB B YCIIO-
BHAX MEXaHOXMMHUYECKOM akTuBanuu [16-20].

METOANKA 3KCIIEPUMEHTA

UK cnextpst canmanu vHa MK-Oypre criekTpo-
Mmetpe Spectrum BX (Perkin Elmer) B 6pomuse kanus
B auamna3oHe BodHOBHIX umcen 400-4000 cm?. Crek-
tpbl *H n 3C SIMP 3anuceiBanm Ha CIEKTPOMETPE BbI-
cokoro paspemenus Bruker AVANCE 400 MI'n
(Bruker) na coorBeTcTBYIOIMX pabo4ynx yactorax. B
KayecTBe BHYTPEHHETO CTaHJapTa HCIIOIb30BaIH TET-
paMeTWICHIIaH, B Ka4eCTBE PAacTBOPUTENS — AeUTEpH-
posannbiii xnopodopm (CDCls). Cnexrpsr 2’Al AMP
3aMuChIBAIA Ha TBepaoTesbHOM SAMP-criekTpomeTrpe
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Bruker AVANCE AV 300 (Bruker). Anamu3 moBepx-
HOCTH TIOJTYYECHHBIX COSIMHEHUI MPOBOUIICS C TIOMO-
IIBI0 PACTPOBOTO BIIEKTPOHHOTO MuKpockoma Hitachi
TM3000 (SInoHust) ¢ MPUCTaBKOM SHEPTOANCIIEPCHOH-
HOT'0 MHKpPOaHaJIN3a.

HoandenuncuiaceckBuokcan (IMOCCO).
PactBop 100,75 r (0,5 MoB) EHUATPHUXIOPCUIIAHA B
150 mut ceprOTO 3(pHpa TOOABISUITH O KAIIAM K CMECH
150 mn ceproro 3¢upa u 250 M1 TUCTUILIMPOBAHHOMN
BOJIbI, IOMELICHHOW B KOJIOY €eMKOCTBIO 1 JI, CHaOXKeH-
HYI0 MEXaHHYECKOW MEMIaJKON W OOpaTHBIM XOJIO-
JUITbHUKOM. CHHTE3 BENTU MPH MTOCTOSHHOM OXJIAXKe-
Hud Koj10bI 10 -20 °C ¥ UHTCHCHBHOM II€PEMEIIHBA-
HuM B TeueHue 1 4. OpraHmdeckuit 3pupHbBIHA CIIOH
MIPOMBIBAJIM AUCTUNIMPOBAHHOW BOJOM 10 HEUTpab-
HOW peakiuy M CYIIMIN Hall 0e3BOMHBIM CyIb(aTom
HaTpust. DPHUP OTTOHSIIH, MPOAYKT CYIIHIIA B BAKyyM-
HoMm mikady mpu 80 °C. IlomydeHo BemIecTBO cocTaBa
[CeH5SiO15(OH)o18]n ¢ BeIXOMOM 93,7%. Haiineno/Bei-
gucieHo, %: Si 21,2/21,2, C 54,5/54,5%.

Tpuc-(2,4-neHTaHIHOHAT) AJTIOMUHUS (alle-
THJIALETOHAT ATIOMUHHUS). B KpyriionoHHyo Kooy,
CHa0)KeHHYIO0 00pPaTHBIM XOJIOTWIEHUKOM, TIOMEIIAIN
pactBop, coaepxkamuit 0,5 MoJIb XJI0pUaa ATFOMUHUS,
1,5 monb runpokapboHaTa Hatpus 1 1,5 MOJIb aneTH-
nareroHa. K xonbe mpucoeanHsINn oOpaTHBIN XOJI0-
MUIBHUK U KunaTwin B Teuenne 30-40 muH. Breimas-
1IMe KPUCTAJUIBI OTQUIBTPOBBIBAIIM HA BOPOHKE Brox-
Hepa, MPOMBIBAIH Ha GUIIBTPE JUCTUITMPOBAHHOMN BO-
Joil u cymuinu Ha Bo3nyxe. IlomydeHo BemiecTBo co-
craBa Al(CsH702)s ¢ Berxomom 67,0%, t,,=191-194 °C.
Haiineno/seruncieno, %: Al 8,5/8,3; C 37,2/37,0.

Cunre3 1. MexaHOXUMHUYECKYIO aKTUBALUIO
peareHToB MPOBOWIN B TUIAHETAPHOW MIAPOBON MO-
HoMenbHuIe «Pulverisette 6» ¢ wactoroit 600 06./MuH
(10 I'm). Bpemst aktuBaruu coctaBisio 3 MuH. Coot-
HOIIICHUE MACCHI HACAJIKU K Macce MOJIe3HOH 3arpy3Ku
paBHsiocsk 1,8. B aktusarop BBoawnu 0,025 monb
TIOCCO u 0,025 Monb anuTHIIALIETOHATA AJTFOMHUHHUS.
Hcxoanoe cootrnomrenue Si/Al cocrarisiio 1:1. ITocne
AKTUBAIIMU PEaKIMOHHYIO CMECh PACTBOPSIIH B CYXOM
tonyone. PactBopumyro dpakmuro 1 momyyanu oca-
JKICHHEM T'eKCaHOM U3 TOIYOJIBHOTO pacTBoOpa (00beM
rekcana 100 mu). PactBopumyto ¢pakiuio 2 Bbijie-
JIWJIM TIOCJIE OTTOHKM pacTBOpuUTeseil. MaccoBble 10U
Y DJIEMEHTHBIN aHan3 Qpaxiuii nmpuBeieHs! B a0 1.

CunTte3 2. OCyIIECTBISUTN aHAJTOTUYHO CHH-
te3y 1, Ho B akTuBarop BBoAMIH 0,025 mons [IOCCO
u 0,050 monp anurHianeToHara amoMuHus. Mcxon-
Hoe cootHotreHune Si/Al cocrapmsuio 1:2. TlomydeHa
HEepacTBOpUMas B Toyolie ppakuus 1 u 1Be pacTBOpH-
Mble (PpaKIuK, BBIICICHHBIC AaHAIOTUYHO cuHTE3y 1.
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MaccoBble J0JIH U 3JIEMEHTHBIN aHainu3 QpaKiuil mpu-
BeJIcHBI B Ta0. 1.

PE3VIJIBTATBI U UX OBCYXJIEHUE

B Hacrosmeit paboTe ocylecTBIeHO MEXaHo-
XMMHYECKOE B3aUMOJCHCTBHE MOIU(EHUICHIICE-
CKBHOKCaHA C aleTHJIAIIETOHATOM AJIOMHUHUS B Te-
YeHHe 3 MHUH MPU UCXOTHOM cooTHotrenun Si/Al = 1:1
(cunte3 1) u Si/Al = 1:2 (cuntes 2).

[Ipeanosaraemass cxeMa HPOHMCXOIAMINX
peakuuii:

X(PhSiO15)n + NAI(ACAC); + NH,O —

— [(PhSiO15)xAIOACAC], + 2nHACAC

[Tocne akTUBaUK PEAKIIMOHHBIE CMECH TIPEI-
CTaBISLTN OO0 mopomku Oemoro mBera. IIpomykT
CHHTe32a | TIOJHOCTBIO PacTBOPSUICS B TOJIYOJIE€ U OBLI
paszeneH Ha 2 pactBopuMble ¢pakuuu. [lepsas (ppax-
s 1) modydeHa ocakIeHHEM M3 TOJIYOJIBHOTO pac-
TBOpA rerTanoM, Bropast ((hpakitus 2) BbIICICHA OCIIE
OTrOHKH pacTBopuTeieii. O0e (hpakiuu — MopoIKooo-
pasHble BelmecTBa Oesoro nBera. B cunTese 2 momy-
yeHa | HepacTBopuMast B Toxryoute hpakitust (ppaxmust 1)
1 n1Be pacTBOpuMbIe (ppakuuu 2 u 3), BBIICICHHBIE
aHaJIOTHYHO PacTBOPUMEBIM (pakuusM ciuaTes3a 1. Pac-
TBOpPUMEBIE (PpakiiK CHHTE3a 2 — MOPOMIKOOOpa3HbIe
BEIIECTBA CBETJIO KENTOro nBsera. HepacTtBopumas
(pakmus cuHTE3a 2 — MOPONIKOOOpPa3HOE BEIIECTBO
Oemnoro 1BeTa. Pe3ynbTaThl 21€eMEHTHOTO aHanm3a Mmpo-
JOYKTOB IIpeJCTaBJICHbI B Ta0I. 1.

CorylacHO JaHHBIM 3JEMEHTHOTO aHaJIH3a B
nepBoi (hpakiyy, MONYYEHHOH OCaKIACHHEM TIenTa-
HOM, COOTHOILICHHE KPEeMHHUS K aJIOMHHHUIO B 2 pasa
MPEeBBINIACT 33/IaHHOE, OTHOCHUTENbHAS MaccoBast A0JIs
aToi pakuuu 65,4%. Bo BTOpOH (hpakimu cOOTHO-
IIeHHE KPEMHHUS K AIFOMHHUIO IPAKTUIECKH PAaBHO 3a-
JaHHOMY.

Tabnuya 1
DJIeMEeHTHBIH COCTaB MPOAYKTOB CHHTE30B 1-2
Table 1. Elemental composition of products of synthesis 1-2

Ne |Dpak-|iy, o Brruucneno %, aiis
e s, | CHO %) b, 5), (AIOACAC) MCsHsOo]
te3a|w (%)| Si |Al| C | Si/Al=x | Si |Al| C m

6514 11046569 22 |11,0|4,6|53,7|158
l )

2

246 |803545 11 | 89 74|513|067

1

246 [15180524 47 | 157|31(547] 09
2 42?5 13,32,755,1 475 |13.3|27|549]245

3

329|08656L6 011 | 07 62]575| 10
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A.A. Kamrycruna u fip.

[Ipu yBenuueHNH HCXOAHOTO KOJIMUECTBA alle-
THJIALlETOHATa ATIOMUHUS B 2 pa3a (CUHTE3 2) moiy-
YeHbI [IBE PAaCTBOPHMBIC, BBIJCICHHBIC aHATIOTHYHO
cuHTe3y |, M OJHa HEepacTBOpPHMAs B Toxyole (pax-
st Cootromenue Si/Al Bo Bcex dpakuusx cuHTe3a
2 mpeBbIIaeT 3ajaHHOe. PacTBOpuMBIE Ppakiuu CUH-
Te3a 2 coaep)kaT MEHbIIee KOJIMYECTBO ATIOMUHUS,
9YeM B aHAJOTWYHBIX (pakIUix CHHTe3a |, HeCMOTps
Ha TO, YTO UCXOJHOE KOJHYECTBO ANIOMUHHS OBLIO B
9TOM CHHTE3€ yBEJHYCHO B JBa pa3a. llo-Bumumomy,
3TO CBSI3aHO C TEM, YTO YBEJIMYEHHE 3arpy>KeHHOCTU
aKTHBAaTOpa MPEMATCTBOBAJIO MporieccaM TudGy3un i
cAepKUBaio B3auMo ieicTBre. CBeeHN O 3aBUCHMO-
CTH pPE3y/IbTaTOB MEXaHOXUMHUYECKOI'O CHHTE3a OT
CTEIIEHH 3arpy>K€HHOCTH aKTHBATOpPa MMEIOTCS B JIM-
Tepatype [21]. PactBopumble (pakumu copepkanu
copOUpOBaHHBIE MOJIEKYIIBI alETHIAIIETOHA, O YeM
CBHUJICTENILCTBYET 3aHM)KEHHOE COAEP)KaHHE KPEeMHUS
U QTIOMHHHS MO CPaBHEHHMIO C BBIYUCICHHBIM IS
3BEHA, HE COJICPIKAILETO alleTHIAllETOH.

SIMP cniextp Ha sapax 2’Al (puc. 1) comepxur
CUrHaJIbI OT -1 710 -15 M.Z1., COOTBETCTBYIOIINE OKTAI-
PUYECKOMY OKPY)KEHHUIO aToMa alfOMHHUS, YTO MOJ-
TBEPXKAAeT HAJMYUE MOJICKYJ alleTHIALeTOHa, KOOp-
OUHAPOBAHHBIX HA aToMe amoMuHUs. CUrHan mpu -
11,28 M.1. COOTBETCTBYET aTOMy JIOMHUHUS, COCIU-
HEHHOMY C TpeMsl CHIIOKCAHOBBIMH (pparMeHTamu U
aIeTIIAIICTOHATHBIM 3aMECTHUTENEM, CUTHAJ ITPH -9,9 M. 1.
— aTOMYy aJTFOMUHHUS, COSAMHEHHOMY C IByMSI CUIIOKCa-
HOBBIMH (pparmMeHTaMH H JByMs aleTHIaleTOHAT-
HBIMH TPYIITIaMH, CUTHANI B obnacty -1,28 m.z1. cBuze-
TEJILCTBYET O HAJIMYUM aTOMa aTIOMHMHUS, COCIMHEH-
HOT'O C OJJHUM CHJIOKCAHOBBIM ()parMEeHTOM, THAPOK-
CUJIBHOM U alleTWIIALleTOHATHOW rpynnaMu.

T I T T T T 1
10 0 -0 20 30 -40 ppm
Puc. 1. Al SIMP cnekrp ¢ppakuuu 1 cuntesa 1
Fig. 1. Al NMR spectrum of fraction 1 of synthesis 1

HccnenoBanne 3IIEMEHTHOTO COCTaBa JTOM
(bpakouy ¢ MOMOIIBIO METOJa AIEKTPOHHOW MHUKPO-
ckonuu (TabI. 2) mokasajo, 4YTO Ha IMOBEPXHOCTH CO-
Jiep’kaHue aTOMOB KpPeMHHMs OOJIbINe, & aTOMOB AJIIO-
MHHUS MEHbIIIE, YeM CpeIHIE 3HAYCHUS, OITyYCHHbIE
B XO0Jle XMMHUYECKOTO JJIEMEHTHOTO aHaJn3a, IpHBe-
JIeHHble B Ta0u. 1.
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Tabnuua 2
I[al-ll-ll)le JHEProJUCIePCHOHHOI'0 MUKPOaHA/IHU3a pac-
TBOpUMOH (ppakuuu 1 cunTte3a 2
Table 2. Data of energy dispersive microanalysis of the
soluble fraction 1 of synthesis 2

XUMHYECKHH dI1e- Maccmzaﬂ JIOJIS, Atomnas 1ons, %
MEHT )
Yraepon 59,49 66,26
Kucnopon 29,47 24,64
Kpemuuit 17,29 8,24
AmoMuHuii 1,75 0,87

[TpuBeaeHHBIH B Ta0II. 2 37IEMEHTHBIN COCTaB
pactBopuMol ¢pakiuu 1 cuHTE3a 2 COOTBETCTBYET
(bopMyne [(PhSiOl,s)g,s(A|OACAC)'2,8C5H802], BBbI-
yucneno: Si 16,9%, Al 1,7%, C 58,2%.

Bo3MoXHO, pazinune B COCTaBE BHENIHUX H
BHYTPEHHHUX CJIOEB CBS3aHO C IJIOOYJIIPHOU CTPYKTYpOr
oJInMepa, KOTopasi BUHa Ha CHUMKE, IIOJy4YE€HHOM
C TIOMOIIBIO 3JIEKTPOHHOTO CKaHHUPYIOILEr0 MUKPO-
ckorma (puc. 2).

PactBopumas ¢paxmus 2 cuHTe3a 2, COTIaCHO
JaHHBIM JIEMEHTHOTO aHaJIN3a, MpecTaBisuia co0oi
HE BCTYNHBIUUM B PEAKLUIO alleTUIALETOHAT aJlFOMHU-
HUS ¢ HEOOJIBIION MPUMECHIO MONMHATIOMO()EHUIICH-
nokcaHa. CHUMOK 3Tol ¢pakuuu (puc. 3), HOoIydeH-
HBI{ C TIOMOIIBIO CKAHUPYIOIIETO IEKTPOHHOTO MHK-
pOCKoTa, OTJIMYaeTCs OT CHUMKa (ppakiuu 1.

HepactBopumasi B Tommyosne ¢pakuus CUHTE3a
2 Majo OTINYAETCs [0 COCTAaBY OT PaCTBOPUMON (hpak-
uun 1 sroro cunte3a. UK cmekTpel 3Tux Qpaxmuii
(puc. 4 u 5) ToxXe MPaKTUYECKUA HE OTIIMYAIOTCS JAPYT
oT npyra. Bo3aMoxxHO, HEpacTBOPHUMOCTh 3TOW (ppak-
UM B TOJyoJe OOyCJIOBJIE€Ha ee OOJbIIe MOIApHON
MaccOl WK OOJIBITIEN CTETIEHBIO CIIUTOCTH CTPYKTYPBHI.

Mapping
MAG: 5000x HV: 15kV_WD: 8,4mm

Puc. 2. Ckanupyromas 371eKTpOHHAas MUKPOCKOINS pacTBOPUMOI
¢pakuumu 1 cunTesa 2
Fig. 2. Scanning electron microscopy of the soluble fraction 1 of
synthesis 2
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Mapping
MAG: 800x HV: 15kV_WD: 8, 6mm

Puc. 3. Ckanupyromas 371eKTpOHHAas MUKPOCKOIUS paCTBOPUMON
¢bpaxunu 2 cuHTe3a 2
Fig. 3. Scanning electron microscopy of the soluble fraction 2 of
synthesis 2
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B UK cnektpax Bcex (pakiuii KoyeOaHMs
ces3u Si-O-Si nabmomaercs B oomactu 1000-1100 em™.
Curnansl B o6mactu 1430 cm™ u 1132 em? coorsert-
cTByloT Konebanmsam cBs3u Si-CeHs B cmmokcaHax.
[TprCyTCTBYIOT MOIOCH! OTTIONICHUS, COOTBETCTBYIO-
IIH€E BaJIEHTHBIM KoebanusaMm cBszeir C-H B oOmactu
3100-3000 cm? u xoneGanusam ceszu C=C GeH301Ib-
Horo siapa. MHTencuBHbIN 1y6met npu 1595 n 1533 e,
xapakTepHblit a1 konebanus cssizu C-O u C=0 B are-
TUJIAIICTOHATHOM KOJIBIIE, COTJIACYETCS C IPEIIOJIO-
JKCHUEM O HAJTMYUH HE TOJBKO CBS3aHHOTO C allFOMHU-
HUEM alleTUIIAIIETOHATHOTO KOJIbIIa, HO  COPOUPOBaH-
Horo aueruianerona. Ilonoca mpu 1380 cm™ coorser-
ctByet Kostebanuto csi3u Al-O Bo dparmente Al-O-Si.
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Wavenumber (cm-1)
Puc. 4. UK criektp pactBopumoii ¢ppakuun 1 curresa 2
Fig. 4. IR spectrum of the soluble fraction 1 of synthesis 2
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Puc. 5. UK cnextp pactBopumoii ppakiuu 2 cunresa 2
Fig. 5. IR spectrum of the soluble fraction 2 of synthesis 2
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Fig. 6. 'H NMR spectrum of the soluble fraction 1 of synthesis 2
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Fig. 7. 3C NMR spectrum of the soluble fraction 1 of synthesis 2

CocTaB U CTpOEHHE TOIYYCHHBIX MPOYKTOB
MOATBEpXAEHbl AaHHbIMU SAMP-cniekTpockonuu Ha
sapax H u BC, B kauecTBe mpuMepa IpeCTaBiIeH-
HBIMH Ha puc. 6 u 7 s pacTBopuMoi ¢pakmmu 1
cuHTe3a 2.

CpaBHEeHHE TIOJYYCHHBIX PE3YJIbTaTOB C pe-
3yJlbTaTaMu, OMMMCAHHBIMU B pabote [17], moka3siBaer,
YTO UCTIOIH30BAHKE AllCTHIIAIIETOHATA ATFOMHHUS TIPU
ucxomHoM cootHomiennn Si/Al, paBHOM enuHHIIE,
MIPUBOIUT K MOJYYSHHUIO MOTHATIOMOGEHUIICUIIOKCAHA
cocraBa OoJiee OJIU3KOTO K 3aJ]aHHOMY, YeM TIPU HC-
MOJIL30BAaHUH OKCHJIa aIFOMUHMSL. BO3MOXKHO, 3TO CBSI-
3aHO C BBIJIEICHUEM B XOJI€ PEaKIUU alleTHIIalleTOHa,
TOMOTEHU3HUPYIOIIETO CUCTEMY.
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