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1 89 0.0316, 0.0347 =& 0.0424
Bt wwkek v, Ay Aspom sagata, 28 ColA Az, s

3
o2, 24 AIZeE A2 o2 wEsle] 4 dEe odE& X ©HrF T
7 I3

AR Aoz 9 vlo]la 2 A A, oF 3.8 oz/sq fto] BE T4 ¢F 10 mE 7FA+= 227 PD vi" &
AFEEIATEH. AR odojzA BEAS oF 45 T ooj2 A = 55 TG AFEA, 9 0.16-0.20 g/ccd] oA
22 W2 k-8t (0.07-0.08 g/ccd] ool2A Wk AF).

AN 8 -
86 mM NH,OH Zv]E A}&3}o] MeOHO A HIEgWE e 2B Ao]E (TM0S) ¥ PhIESE IF%5 7laE3dste] £&
A z3FA . NLOHS 86 mM NHOHEZA =3 37 =Yste] guje} Zuj7t x| 11:5:3.7x10 MeOH : H,0: NH,OH =

QRS ARG, BE 2

= = E
Fuol BE A7) FHe 2E ool

L

L

¢

= AAl sl 0.07-0.08 g/ccith. PhIES &S 7.0, 11.0 =& 19.0
ZAo] doXEE Wagrt. o= AA W3 F= Ao Euwe 7tz
1:0.062:16.61:7.55:5.59x10 . 1:0.105:18.04:  8.20:6.07x10 . 2 1:0.217:21.78:9.90:7.33x10
TMOS : PhTES : MeOH : ;0 : NH,OHO] §1 T} .

o

R E R

= RS

3} 2 ar A2 3 Y5 4l
2 &R udste] 4 dEt Agexe] @UF FAY. FEE 294 0.2 &9 F
7

AR Aoz 9 mlo]la 2 A9 A, oF 3.8 oz/sq ft2] BE 74 ¢F 10 mE 7FA+= A7 PD vi" &
AREEIATH. AR dojzA Bde oF 45 T ooj2 A = 55 TG AFEA, 9 0.16-0.20 g/ccd] oA
22 A5 E2 7T} (0.07-0.08 g/cc? oojzA A% A,

W HCI v & A}83)e] EtOH 2 H0 oA TEOS 2 1,2-H| A~ (Ego|EA A2 ) et (BIESE)S % 71553051

Azt 22y 130.223513.8453.4632.42X1073, 1:0.275:15.04:3.76:2.63x10 el

i
o

120.334:16.2424.0622.84x10739] TEOS:BTESE:EtOH:H.,0:HCl EW]E AF&3te] 7.0, 8.0, =¥ 9.0 5% #71
ot

Sheks zle dojmAS A 7} A9 gujel Zujzk v]= 8:2:1.4x10  EtOH:H,0:HCI® QA3 $AH
A qk, BIESE $HeF2 Walgith, & 60 TollA 4 AgHseh wwtst & Aoz WZA Y, 7l Fo &
Hu7} oF 3% £4%9en, EtOHE H7iste] 28 Q¥ ¥y S3AH G

A Ao s 9 nlolaE A9 AR, ¢F 3.8 0z/sq ft9] xS 7/ ¢F 10 mE 7HAE g7t PD wig &
AT, AR o2 B4e oF 45 3% oloj=A 2 55 TH% AFEA, oF 0.16-0.20 g/cce] o
B4 UL E 75T (0.07-0.08 g/ccd] doj2d WL AF).

Al 10 -

Si0,:Na,0 0|7} 2,880, 31.7 5% Si0, L 11 =% Na, 02 TqH3l= K 7 MU EFS AFAR A&
39t JEF AgAE AFAS AA B2 gAsta, 32% H.S0,01 A7FEITE. AAdE g9 AgdsidE =
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[0134]

[0135]

[0136]

[0137]

[0138]

[0139]

[0140]

[0141]

[0142]

S=50d 10-2164554

Zol 10.34 2% Si0,, 1.34 M Na', 2 1.50 M H = ¥339ch. 0,90, 2 NaSi0s = th2 "Wlzol|A] 10 C74A]

ol

e A7k emst A8 P 9

¢

%Z}% “_ér:, NHZSiO:e% 'EL’/—;T‘ iﬂiﬂ“ﬂ/ﬂ H2504°ﬂ id%iél @7}‘6}‘5&3}. 0131

) A 12 T7F ¥A ¥EE e 52 o] FoHT. & UH NaS0, - 100,02 HAE X317 98 4 T2

W7tEldnl, fd 228 4 T2 44319

THFE #HZF & Sol 6.72 5299 Si07tE w79 go=z H7lete Na,SO.E F7IH= JAAIAT. HAd

NaySO, 2 X oatol o) SZA] AASaL, Fo] E31E W7FA NaClS oj3tg & §do] H7Fslth. NaCle
A

B R 7l e EEAY. 9590 HO0E Y13 RFE AASkaL, 100% Si0E F71del Eulstdvt. #7174
= L

S wgEgoen, o mFEERLS o 0.18 g Si0/mloldY. E F  ARE H] 7}
1(S1):6.256(EtOH) :0.975(H.0) :4.115(THF) 7} ¥ =%, o eh-&-S THF T F-3]9] 104%¢ 3338t Foz H7Hsksd
=

2.7 H0:Si (Z1)])E 7IXE 69.4 5% MIES 2 EtOHE 3% 70 mM oFAEAF (99.7%)S ¥3abH 26 3%

0:
A n¥EE [Si05(CH) 1S AFske MES A4 & 898 AZ3ul. MIES:EtOH:H,0:HOAce] EW|&
1:0.624:2.703:0.0199¢|t}, && BLWoA 5 A 7FEer wiksk o} Wzksle] FWiA FTh.

85.9 H3% 1At & (la) ¥ 14.1 H39% MTES & (1b)S ¥staL, 2 AIZHEQE sttt (A4 AdiddA] A
3l o HE dojZ2A w2 (MTESZY-E 8101 CHy) 31.4 5%, 2 A9 &A5A 7] g% 7.0

=)
EtOH 2 & FAsladny (B 2 2.5 9% 28% NHOH)S Zv=A A7bste] AL 0.07-0.08 g/ccd &%
ool Wxz sHadgaegnt. 67 ¥9% & &4 21 2% EtOH, 2 12 3% Zu) ~2ELS ARSI T (5
Zo Ax H7p). 20 HAyF T £S 30 25 300 rpne® wd & A Ao AfAaysta Az
oh. ok 1 AIES ABA F dojzA BAS 3:19 44 ¥R 0.8 FFH/F9% NS FdHete dEs

A Aspdo= 9 npo]l3E Ao A, oF 3.8 oz/sq ft2] HEe 77 < 10 mE 7HA= A7 PD slE S
AFEEIG T, AAE oojza B oF 45 FH ooj2 A I 55 &g HA42A, 9F 0.16-0.20 g/cc] oA
22 A5 2 7FETE (0.07-0.08 g/cce] oloj=A Ar AF).

A6 11 -

Si0y:Na0 M7} 2.88013, 31.7 5% Si0, © 11 F% Nay 03 3hH 1.48 g/ule] BEE 7}
AHEFES AT oS WA =2 gAste] sAE ge] 22.1 TF%e] dd B (7.0

e FHBES SIS, FH& AU ER W ElE Na FAE FHAIA ol wEA|ZTE. ool AR qf
A SAA 0 B S 2ER] At HF sfel=RES] 6.9 F¥% R 0.4 97t H=S 10 % M NHLOH
& H7lste] AFAALE. FS 300 rpmol A 30 2EF wHke & A B Jom Aawsta, AsIAIA
TF. Si:H0:NH;©] =H]E 1:47.8:0.00160]3, =¥ & al Ao dojz4 WxiE 0.07-0.08 g/ccolth. AL

50 ColA 3 A|ZHset SANAT. ek ot &n] w3S 36 A7t 33 423 % o Et&-& 36 A7
33] slsto g W3S,

dlo

AR Ao s 9 no]la 2 AR A, oF 3.8 oz/sq fto] BEet FA oF 10 mE A= 287 PD vy S
AFEETE. AAE dojzA BEAL ok 45 FEg oojzA W 55 F&% AG=A, ¢F 0.16-0.20 g/ccd] o
B4 =& 7MY (0.07-0.08 g/ccd] o2 A A= AF, 254 A BXF).

H% A 254 AYS WdEuEAAT (MMS), WEESAIAE (MES), HdEewEx2
HdEDHEA DS (PhIMS), FHLEZEA L (PhIES) & tudueEA A (DMDNS) 5 ©f

:&Hﬂi alth. 4:1 FA A B &S o] &3le] 50 TollA 24 A7HEek 20 F%e] &5
Vb Al Ao AgkstEs sl A W A4 EF Ol A Jl Sie EHE AMEH
.8 = 5.00]tk, AL 24 A7 Yol ko w 23] AHE tg, 2UA 0.2 &) FES AT F,
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[0143]

[0144]

[0145]

[0146]

[0147]

[0148]

[0149]

[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

SSS0l 10-2164554

110 CollA 2 A7 AXAIFATE.

A 12 -

St Fule]  EAtel  EtOHZ 84 ® TE0Se] 7Ziisl 2 EFFel o AFbAs AFRESIT.
TEOS:EtOH:H0: &2F2ke]  Zu]i=  1:7.60:10.64:1.92x10 24, <22S 1 po] SadozA 23 &7

=9, B3 Ag7) dej24 AxE 0.07-0.08 g/ccoltl. & 15 %<k wwtgk 3 A Eator A
gatal, 60 T oA AsIAIFT.

F Asdes 9 mlolaE AA e A, oF 3.8 oz/sq [t ‘:’E‘EQ]— A ¢k 10 mE 7HA= AT PD wES
g3, AAE dojzd EFe ¢k 45 g oojz2A @ 55 Feg AG2ZA, F 0.16-0.20 g/ccd] oA
B4 UEE 7HHT (0.07-0.08 g/cce] doi2d WL AF, A5 A EXEF).

2}

Ag wehs T 20 F9%0 A EAS St 22 &7IAL, 411 FA A HES o] &ete] 45 TolA 24
ARERE Ahskith. g Aok R EHEAE"E (MINS), HWEESAEE (MES), cEEDd5A

A& (ETES) = dldEgo|EA A (PhTES) % shuteltt. A W) 254 54 A U Sie] EHE AFEH
= A4 EAd uhg) 2.8 - 4,80tk AL EtOHE 33 W3] 6 A|7H 45 CTolA AAs obe 24 C0,E

fu] 2&S AAsta, 110 TAA] 2 A7 A=A Z .

AA 1, 2, 6, 7, 8 @ 9= ZF Aol AAEE Aoz ZF (EFE 3.0 WA 5.0 TH%N F 7.0

WA 9.0 TF% AT f7] FFE 2E dd2d 2AES SIS AAd 4= dd2d BF (5FE

9] 4.0 WA 6.0 FZFp)olA & 9.0 WA 11.0 %Y A2FH 7] FFS = dojA 2HES

A, AAle] 7 2 82 E doj2A B (HFF}ES 6.0 UH] 9.0 THD A °F 11.0 = % 19.5 F

ZF%2] PhTES 244 7] S 2t do24 ZAES A4t AAld 3 2 55 2" At 24 (&%

d EHo &, ARt ) Bt A dloZA E&o °F 9.0 WA 11.0 ‘D’k%Jl 2T F7) dEFE e
]

o == y *19:1-:_

g Ak AAld 10 WA 128 24" A 231 (A58 229 F, AR, 2% )
h= el
==

oA ZFAES A A
ol A ool wdel oF 7.0 A 9.0 Tk 254 H7] FFL e OﬂOiiZﬂ_ =%

AR 1,2, 6,7, 8 % 9ol AER ABW ol BETA FRe LS A 404 AxE 4B
FHE (furnace)olA Ny akell 10 /&S] &% S £X2 200 T WA 700 T Hele] A9d A 2o =
9% w7t dAeSAT. Ael A FR F, 22 5 T/R Wh SRR 9AA7R, AEL AASLT

A g AMEL Ao 225E 7% MIES A HA)d 12 HE 7% NaSiOCH; AM=; AAle] 9=5E 1; 7%, 8% 2

9% BIESE MZ; Ao 60 2RE ] 8% ¥ 9% PhIES MZ; Ao 72HE 7%, 11% 2L 19% PhTES AZ; 2 2
Aol 8ZHE] 7%, 11% Z 19% PhTES AM=S ¥ 3heldich. AZES 200 T WA 700 C WY thekdt 2ol A
10 2 WX 1 AIZke] AEEQt A sksith. 475 CollA 10 #3F, 525 CollA 10 3k A s AES F71 A

de 98 dEsisiv.
ojrtEtElEHy wHE et AAld 40 AzE AES, 4 WMAERH AlE FES SHdUE 29Y 2
o o] Eskal WS 60 & olske] AIRRESE 450 T WA 800 Tl thgd 2IolA ddE BEA = R

Adste] G skaict.

Al 425E19 AHgw ABZ (oxlk3lEEly B e EJ@H% o] B wbgol Bk B (S = g3t
; T = o]Aks} ElEbg), gA8 2% (450-800) 2 A2 AlZF (0-60) ¢]a) 1% qlct.

7%, 8% % 9% BTESERZF-E]e] MZT o] AAgE ¢F 475 ColA Eal7F AZE = A4S Bt PhTESERE S A
Zo] dAgE BF 400 C %3 m2oA Bt Hd Fo A4S Bt

m
i

B

Al 14 -

X 12 AAd 130 28EH X dojzA A A s 2=
Cle679] we} dE3UT. Ze 5 dojz24d A& 0.216 g/cc ©l3HY]

Al 15 -

FH

12 Arje] 130 25E o] Aod oojzd 5 A tid dd== (10) FAFS dekdn. ¢ 42



[0158]
[0159]

[0160]

[0161]

[0162]

[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]

S=50d 10-2164554

°F 375 T &% % 2 psi (8 X 8§ AMZE) Tx= 8 psi (4 X 4 AWZ)9 7doll A ASTM C177¢ whel =351
=

A E ooz A BaA AMZL 3].6 mi/mk £E 1 oo AELE Z=AHS AT,

/KI}\‘Igﬂ 16 -
°F 7.0 WA 8.0 TF%e] &4 7] FHFS Ze dozd AAES AdAoE YHHAS W AFEd AL
= o, 4 C1511 & gt (R 20 15 & et

7% MTES 2 7% NaSiOsCHsoll ©f ]
o, 7%, 8% = 9% BTESEe] thdt =]
t}. PhTES & tig Hgld A&
7% MTESo] widh AHg]$ MEL °F 0.0 % &

A d AEEY g2 Zojth. 7% NaSiOCHsell dish M85 MES
o dAeE AMES Ao AAGF S

= o=
= S =
ol A Fgke 7Tk, PhTESO] thath m= ﬂﬂ—? BES & T80 275 T o1

229 (475 Tl A 10 &

F 12 gad AnolM e A dF Ao 13e2RE ] Aeld doj=A HA Aol W A (HO)
SAEE YeEkdY. HOC 5742 180 1716 574 ol A sk= 230 wet 3= A0

7% MTESOl ojah xa]d MZo ¢k 600 cal/gd HOC SRS 7FHow; a3 MZ (525 CollA] 10 71 494
#)E oF 425 cal/gd] HOC &AzkS 7FAth. 7% NaSiOiCHsoll thsk Ag]d MW=L oF 415 cal/gd] HOC =4 7k<
o gk

7ERem; AEE ME (525 TolA 10 &3+ dA )+ oF 140 cal/g®] HOC 4%k 7Fxlth. 9% BIESEe

AgH WZLS ok 780 cal/ge] HOC SA7HS 7R om; 9% BIESE (525 ColA 10 ¥ FeF Az g A g
F AMZe oF 285 cal/g9 HOC ZA#S 7FAth. 9% PhTESOl thdlk (AAle] 3-123E ) Afgxd AZe oF 437
cal/ge] HOC A& 71Hom; AdF AMZ (525 ColA 10 B2 9A48])S oF 144 cal/ge HOC =4S 7H4
t}. 7% PhTESSY] A &]d ME (AA]o 3-3)2 oF 351 cal/g9 HOC S-S 7HHow; A8F ME (400 TolA

10 #7F dx2)& ok 120 cal/gd HOC =A7S 7Fxth. 11% PhIESY) Hgd MZ (AA4 3-3)& ok 403
cal/ge HOC &4 #& 7Fdon; AgE MZ (400 TolA 10 7 dA8)) <& ¢k 110 cal/ge HOC =A3S 7}
ATk,

A 18 -

L 525 ColA] 10 5k 7ham 2liexel I AE AAd 1302 HE Y 7% MIES AZd t)st CP/MAS
“Si T NIR B4 Ul

7% MIESS] that A MZe oF 0.4639 T -1 ¥ 2 oF 1.9619] Q :Q' = vpepleh. 7% MIESS] o3

Aes WES oF 0.272¢] T o1 ] 2 oF 0.8429] Q Q' 02 et AX= 9a= RR=M o
AHes ket o) vE ac

= T A

o)

ARl 19 -
= 2% 525 ColA 10 5ot #Aad sl e] dxg] A3 AAld 1302 HE 2] 7% MIES A2, 7% NaSiOsCHs

ME, 9% BTESE #E 2 9% PhTES HE (AAlel 3-1) AZl ek TGA/DSC #4115 vreEbAth. TGA/DSC w41
0 C/3&9] < 2 F 2L0A%H 1000 T 7kA9] &&= WA s =AUt

Do

12 & 20 =AIE TGA/DSC #4 &35 7Iwhem &, AgF: AZed dgh d&8 A 2= (T)E yehd

.XL =]

7% MTESO] w3t Az]5& AMZ (525 ColA 10 =3+ IA2])S oF 545 T Ty 54 7FH. 7% NaSiOsCHzoll
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[0174]

[0175]

[0176]

[0177]

[0178]

[0179]

S=50l 10-2164554

g Aes MZ (525 CollA 10 B2 IdA2])& ¢k 600 T Ty S=AZS 7Fxth. 9% BIESEe] ek a5 M
Z (525 TolA 10 3+ EA2)2 oF 460 T2 Ty S84k 7FHTE. 9% PhTESe ik A2]$ AZE (525 TollA
10 B7F 9A48))e oF 595 T T, A4S 7M.

x 1
X3} ol A 2=
aga | e | Ramme | SET o ) e | e | 1o
(g/ce) (mV/NM-K) (Z29) wx (S7%) | (cal/g) | (cal/g) | C O
1 0.173 305 ~450 81.0 416 142 | 600
2 0.159 25.1 ~425 0.0 601 426 | 544
4T-5600 | 0206 159 - 5.8 - 269 | 636
47T-10-600 | ~0.200 - - 0.9 - - 626
475625 0.187 158 - 45 - 317 | 624
4T-10-625 | ~0.185 - - 17 - - 625
475650 | 0203 16.85 - 15 - 265 | 636
4720650 | ~0.200 - - 15 - - 625
4510-525 | 0.202 16.0 - 25 - 355 | 609
4510550 | 0.216 18.0 - 0.0 = 316 | 610
4510575 | 0212 = = 0.0 - 343 | 625
6-8% 0.142 - 475 401.0 252 - -
6-9% 0.148 21.0 480 432.0 437 144 | 594
7% 0.185 203 450 360.0 715 146 -
711% 0.182 249 371 3110 868 352 -
7-19% 0.199 312 283 277.0 1076|571 -
87% 0.180 179 403 354.0 351 132 -
8-11% 0.177 175 412 413.0 403 157 -
8-19% 0.175 187 461 404.0 531 303 -
9-7% 0.182 - ~400 343.0 612 - -
9-8% 0.180 - ~355 328.0 - - -
9-9% 0.183 316 ~345 297.0 780 287 | 459
* e A AE A
e D] WASEA G @ 4757 (5257 CollM 10 wdt HaE 4t A F
- 547 92
el WAEA g @ Bl AEE AEAL WS ZuHQ ow owmum, HEA "ERe A§HI 2
SR guHA gy, dE oR"= A Ao gmdn

AN g B (53 Buelel &

2] Al AY el et RewA] ¢ @ w3 BeE BT Edehe Al

i E =

=
g0l "EFHHE", e, PR L RRSHEe OE Al flE ¥ Y go) (5, "ERAAT ol

FHHA Qe g s4Hofo} T,

Tl EAEE el Wels EdolA 2 AXNEA @ &, @A 2 W9 el Seke 4] i e
= e e Agetr] A% Ao, 7zl sid g2 v 2 2dolA A&

-
1
_&4
lo
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10-2164554

29Si SS-NMR

7% MTES

T1-2-T3 Q2-3:Q#
e 0.463 1.961
0.272 0.842

e
;:T‘m: n-?

-~ S0 30 10 -10 -30 -50 -70 90 -110
BOR
Wy -
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10-2164554

101
100

X 98
0
ma 97

101
100
99
98
97
96
95
94
93

Elek o

=c

B
H

TGA/DSC 3218

7% MTES

7.0
6.0

200

5.0
4.0
3.0
2.0
1.0
0.0
400 600 800 1000

=, C

9% BTESE

(mW/mg)

o
U
el

%

101
100
99
98
97
96
95
94
93

a4 HZ6l, 525C/10min
Ramp: 20C/min

7% Na(CH3)Sio3

(mW/mg)

i ) 10
Ok
0.5 &

-0.5
200 400 600 800 1000

200 400 600 800 1000
=5 C
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