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o] Eu= 77} 0.0719:1:8.98:12.57:2.26x10 2 0.0825:1:9.18:12.85:2.31x10  PhTES:TEOS:EtOH:H,0: <2t

A AsbdoR 9 mpela e Ao A, oF 3.8 oz/sq ft9] %EQ} 7 °F 10 mE 7HA = A7k PD g S
AHEEIATE. AR oolRAd BHE oF 45 FF% oloiRA R 55 FH% AREA, °F 0.16-0.20 g/cc] %
B4 d5g 7T (0.07-0.08 g/ccd] dlolzd W% AF).

A S FUIE ALESIe] NeOHol Al TEOS 2 PHIESE 3% ZhEalelel £ AzaT. S48 1

mM
ml £k o 2 A B3l 87 =93ke] MeOH:H0:24H4be] ZH|Z 66:7:1.26x10 & AR GAsATH. 2w 2

K

EE EE AAC i8] 0.07-0.08 g/cc$ith. PhTES =2 7.0, 11.0 =& 19.0 5299 53 77 IFS 2

= o]z Ae] dolAwZ WGl o5 AlAd e = JEeo Bl ZhzF 1:0.062:16.57:1.76:3.16x10

110.105118.1511.9313.47)(10_5, 2 1:0.217:22.18:2.35:4.24x10 TEOS:PhTES:MeOH:H0: &4kl Atk £& 28

ZbrdaE E& AskA717] flE, I NHOHE ol dAllA HO 1 &9 F7k= 1 &9 H07F 7heliAls go=

A7Verat. o= Zhzb 7.0, 11.0 2 19.0 %9 &7] AAel ] TE0S 1 % 0.0316, 0.0347 HE= 0.0424
Zo] NHOHol sjE3lit}, &8 3 E5oF ksl g, A Aspgo= 7}1*%8}3, 28 ToA Asr AT, A4S
Ao 2 dFet A7 s, 24 AZvILE AR oerS 2 wFsle] 4 dEot oegFo ©rF T},
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[0123]

[0124]

[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

[0132]

[0133]

S=50l 10-2164569

A AsPdo = 9 mlo]la3E 2o M, oF 3.8 oz/sq ft2] HEe T4 < 10 mE 7HA= A7 PD siEgS
AFEEAT. AR 0ﬂ°1i7é %@—3— ok 45 FEg oojmA @ 55 FEkg AGEA, 9k 0.16-0.20 g/cce] A
B4 WUx=E 7FHY (0.07-0.08 g/cce] oloj=A Wx AF).

AN 8 -
86 mM NILOH Zv]E A}&3}o] MeOHo A HIEgWE o2 Ao]E (TM0S) ¥ PhIESE F%F 7l &

A z3FA . NLOHS 86 mM NH,OHZA =3 37 =Yste] guje) Zuj7t HH|= 11:5:3.7x10 MeOH : H,0: NH,OH =

AdASA FAA[T. B s ZE AA ths 0.07-0.08 g/ccTth. PhTES S 7.0, 11.0 =+ 19.0
THW HX 7] dHS zte odloj2Ao] JdoXEE WElgt. olE AAel ok F ¥ Ewe Zbz)
1:0.062:16.61:7.55:5.59x10 . 1:0.105:18.04:  8.20:6.07x10 . @ 1:0.217:21.78:9.90:7.33x10

TMOS : PhTES : MeOH: H0 : NH,0HO] 21T}

o

, AsAzY. Ae A 5]t kAl

= 5 = al = 3 &6 Edl
e, 24 Advid AR dEEE wdsel 4 95 AUz Wb T FES 294 0.2 &9 F
’ 7

o 9 mlola2 AA9 Mf, oF 3.8 oz/sq fto Lot FA oF 10 mmE 7= A7) PD wE S
|3, AAE oolzA B4 oF 45 TG =24 2 55 b AFEA, oF 0.16-0.20 g/cc 47
A AT} (0.07-0.08 g/cce oojzA Uw AF).

IM HCL FuiE AR&38he] EtOH B HO0 ol Al TEOS B 1,2-v|2=(Ege A ) ol g (BIESE) S &5 7FEdfsho]
=& Azxsigd 7tz 1:0.223:13.84:3.46:2.42x10 1:0.275:15.04:3.76:2.63x10 X
1:0.334:16.24:4.06:2.84x10 ] TEOS:BTESE:EtOH:H,0:HCI Ew|E Abg3te] 7.0, 8.0, L& 9.0 T34 7]

Ak, 7F Ao gujel Zujzk H]= 8:2:1.4x10  EtOH:H0:HCIZ AA3HA 44599

ol

e

o

Zh= of o

A|RE, BIESE $#Fe WSSt &5 60 ColA 4 Azbs<t wyhsh & Ao g YA, 7t Fo &

F-37}F of 3% &AEA oM, EtOHE H7lste] &S A B2 EFAZ

TtriEAE & A7) Y, HE AM2ER Fo] 8.0 £3% 0.5 M NH,OHS 3idtn HF dojzAe &
0.07-0.08 g/cc7} HEE & NLOHE A7ttt & A+

AZHEE AN Uy, doz2A BAS 3:19 §A4:A ¥

g FrAel A 68 TollAl oF 16 AlXFEd SAAIZ T, FES 24

f

As

& U=t

0
o
i°.‘~
o,

O
FU
=
[>
oﬂ
E
o
ot
B
pn)
£

S /B399 N, S S-asls oere &
ko3

8
0,2 & FE& AAIF F, 110 Tl 2

A Aspdo= 9 npol3E Ao A, oF 3.8 oz/sq ft2] HE9 77 < 10 mE 7HA= A7 PD #lg S
ARSEITE. AAAdE doj=A BE-E oF 45 TG o2 H 55 T AFEA, ¢F 0.16-0.20 g/cce] ol
22 A2 7FETE (0.07-0.08 g/cce] ooj=A AL AF).

AATe] 10 -
Si0,:Na0 FHI 7k 2.880]3L, 31.7 %% Si0, B 11 $%F% Na, 05 F3she K & MHIEFS ATAZ ALE
it HEF Aol AAls |A == sAsta, 326 SO0l H7rskeivh. Adw oL g std

o
M

Zol 10.34 %% Si0,, 1.34 M Na', 2 1.50 M 'S Z3atd0}. LSO, 2 NaSi0; 5 o2 WxolA 10 T
WA T, NaSioe F5 mweiiA Sl AW Wrhelsin. oleld W Arbe exsl As wAE 9
B A 12 T7h UA BES S FEZ o ToATh FL AV NasO - 1009 AL FA3) $l8) 4 =
Qrsgieh. goe SRS 4 T FAseh
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[0134]

[0135]

[0136]

[0137]

[0138]

[0139]

[0140]

[0141]

[0142]

[0143]

[0144]

S=50l 10-2164569

THFE #HZF £ Sol 6.72 5299 Si07tE w7t o=z H7lete Na,S0,.E F7FH= HAAIAT. JAd
NaySO, 2 A& oatol o) ZA] AAS AL, Fo] E31E W7FA NaClS oj3tg & &N H7ksldth. NaCle
A

A E 87 A4S BAT. 95%9] H0E S ZHE A ASI, 100% Si0S 7)o FEwistdn. §714
< 2] slgl o, dAar aygERe ok 0.18 Si0y/mLo] AT}, = = AEE EH| 7}

g
1(Si):6.256(EtOH) :0.975(H,0) :4. 115(THF) 7} H| =5, oer&S THE & 7319 104%°0 3dsle Fo =2 H7lsksd
=
2.7 H0:Si (BH)E 71X 69.4 F3% MIES 2 EtOHZ 349 70 mM oA EAF (99.7%)S X3sl 26 % H%
o AHE [Si0s(CH) 1S AlFskE MIES A4 & 898 Axeqdch. MIES:EtOH:H0:HOAcS] &H]=
1:0.624:2.703:0.01990]t}, & BLHo)A 5 A7 wukdlk o} WZste] FrAIA T

85.9 F-9% A F (la) % 14.1 H-39% MIES & (1b)S &abar, 2 AZbEeh wnbshglel (A4 Aol A
St ol HF oloj=A v (MTESZH-H 8101.5CH3) 31.4 =%, R A 254 /7] FHF 7.0 5.

EtOH % #2 sty (2 % 2.5 H9%9] 28% NHLOH)S Fvwi=A FH7lste] A& 0.07-0.08 g/ccd] &
ojza W= Fjxwsdt. 67 Bu% & &, 21 ¥3% EtOH, 2 12 F3% Fuj ~2EHS ARSI (
Zol A H7b). EZvf H7F F, ES 30 2E% 300 rpne 2wk 5 AG Aago s sjavsta AsiA
b oF 1 ARk A7 -, oloj2A E4S 3119 A A Hli 0.8 T#H/5F9% NS it olehe
%4 FACA 68 TolM oF 16 At SAANAT. FES 297 0.2 &7 58 2AS F, 110 CTolA

2 AREERE A2/

oAy

f Aspdo R 9 vpo]laE Ao A, oF 3.8 oz/sq ft2] HE9 77 < 10 mE 7HA= A7 PD M€ S
23190, AAE dojzd BALe oF 45 G o]z A U 55 2% AG2A, oF 0.16-0.20 g/cce] <
24 A5 2 7FATE (0.07-0.08 g/cc9] oloj=A Ax AF).

Si0,:Na,0 =847} 2,880, 31.7 5% Si0, 2 11 %% Na.0S 3ol 1.48 g/mle] YES z}
MUEFS ARSI, oAS WA EZ Mele] s|ME gd0] 22,1 T Y R (7.0

DS FHHEE AT, B FAIEFY FHE|E Na £AE E3A7A ol& WAL, olo] AW F
A SAAl 0 R FE 2ERC] A7 HE stel=REe] 6.9 Fu% R 0.4 FI%7F HES 0 51N NHOH
ZujE Hrlsle] ASAFAT. FE 300 rpmoll A 30 ZEeF wwke 3 MG B} Ao g Aawsta, AR
th. Si:H0:NHsS] BH]E= 1:47.8:0.00160]3L, Xz at= A7t dojz24 dxE 0.07-0.08 g/ccolth. AL
50 TollA 3 Alzbgsot SAAH . olekgo] o3k &uj WS 36 Atk 338 a8 S, oeES 36 A7H
33] slato 7 w33},

S|
=

T Ao R 9 wholaE Aol A, oF 3.8 oz/sq fto] Mkt A oF 10 mmE 7HX= A7 PD Y e
Sskltt. AdE dojzd 242 o 45 %& oej2d = 55 TF% AFEA, °F 0.16-0.20 g/ccol o

[e]
(€]
] S 7o (0.07-0.08 g/cce] doj=z4A HE AF, 254 A 2X%F).

w2
e
iy

l

I

o o

274 AYE MEEWEAATE S, HEEAdEAAHE (NES), HIEdEHHSA A (VINS),
| = A (PHIMS), FILEZEAL (PhIES) EE degdudEA s (DDNS) = 5

S ﬂli gatdrk. 4:1 FA: A ¥ES o]&3te] 50 TollA] 24 *17& oF 20 H-3]%<]
oA Aol AstE FHdrt. FA W 274 =4 A ol Sio] =H|= A}

- 5.00th. A& 24 A7 o] @b 23] A the, Z29AA 0,2 & FES AT F,
110 CollA 2 AzHset AZAH .

E

&,

o b

£ 0o ox ut Ho

o Jo
k=) i mz
0 e
2o 2
PN

AN 12 -
Sk Svle]  EAstel  EtOH= 34| TE0SO] Zhesl st Fel os Aubles Axssld.
TEOS:EtOH:H0: S4kake] Bl 1:7.60:10.64:1.92x10 24, SAbe 1 mMe] SAkemA 23t g
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[0145]

[0146]

[0147]

[0148]

[0149]

[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]

[0159]

v

W T, A gsdeR s

o
)
K
i
=5
i
Ach
Y
2
2
fetl
i)
i)
R
rlr
o
o
BN
o
o
co
0Q
iy
o
(@]
%)
kS
U
tlo
—
[@)]
e
2
T,

9 o] M, 9k 3.8 oz/sq ft9 UEeF T4 °F 10 mE 7IX= A8 7F PD W€ S
AFEEIATEH. AR odojzA BEAe oF 45 T ooj2A = 55 T AFEA, 9 0.16-0.20 g/ccd] oA
t} (0.07-0.08 g/cc?] cloj&A Wx A, 254 g BE3.

A WEE F 20 Pulee] 254 BAS FRSHE 2R &7, 41§44 &S ol gdte]l 45 TolA 24
ATHES AL, a4 Ake AHEAEA A (M), AHEAEA A (ES), oHE o5
A7 (BIBS) Hi sldEelol5A 4 (PHIES) % shibelth. #a) ) 254 2 o 2 W Siel Bl 4485

2 4o wef 2.8 - 4.80]t}. AS EtOH= 33] wjg] 6 AIHY 45 CollA AFHg ob5, 294 (0.2

Al}{lgﬂ 13 -

AAe] 1, 2, 6, 7, 8 B 9= ZF Ao AAEE oz B (H5FE 3.0 Lﬂxl 5.0 S%)ol °F 7.0
Y= 9.0 2% 254 §7) 8L 2= dojza AES AT, AAd 4= oojzA EF (E3E
o] 4.0 WA 6.0 FZ%NA F 9.0 WA 11.0 FZ% A2FA4 F7] S z2te dojza AES
AR, Al 7 F 82 F3t ooj2d B (F3HE 6.0 HA 9.0 THB el <F 11.0 T L 19.5 F
#Z0o] PhTES AFA 7] S z2te o224 ZAES AASIHY. AAld 3 2 55 239 A 24 (&5
A =AY &, A, RE T) HelA 24 Edo ¢F 9.0 1A 11.0 %] A5 f7] Szt O
o2 ZAES AT & A, A 10 WA 128 2=AHE )

= A o,
stol Al oflojmA =He] oF 7.0 WA 9.0 %] A F7] TS Ze colE2A 2A4E

A 1, 2, 6, 7, 8 R 99lA] Az <
5232 (furnace)olA]l Ny 3ke]l 10 C/89 €& A4 £ 2 200 C WA 700 T ¥ Aoy xg 254 =
=8
=

& w7 AR sl A2 7]
Aee MEES AAA 225E 7% NIES AZ: Ao 125E 7% NaSiOCHy MZ: Al 92HE 1; 7%, 8% 2

)
ofN
Al
o
fr
il
(@)
(@)
~
M
o,
oL
N
4P
K
fr
oL
N
>
N
k!
2
il =}
filo
2,
N
ol
2
O

9% BTESE AZ&; AAle] 62=HH] 8% H 9% PhTES M&; AAld 7258 7%, 11% % 19% PhTES #&; R A
Ale] 82 H-E] 7%, 11% ¥ 19% PhTES &S X 3slglth. AMEES 200 T WA 700 T MWL thgst 224
0 = WA 1 Az Alzbst dAgetsint. 475 TollA 10 &1k, 525 CTellA 10 3k Ags &S F71 Al
dq4& H8 At

olstElEhy BEE EFHE AN 404 AxE BEL, 2 MARVE AF FES 20045 Y &
Q wo] WU WE 60 # olshel AHESE 450 T WA 800 T Thk Lmeld ddE BAY = U=
AJetel @ el sholct

Ao 42FH AHEE ME (ot EEE BY BE Bats Bd)o] B Wi B4 EF (S = gt
25 T = o)Akt EHEHg), 948 €% (450-800) 2 A& A7k (0-60)9l <3 &<1¥ ).

7%, 8% = 9% BTESEZR-E]e] MZo] gz ok 475 TolA Eai7l AZH = A4S Bt PhIESEH-E o A
Zo dXPE BEF 400 T 23 oA EorAs dld F9 A4S B,

2Ald 14 -
X 12 AAd 1302 8EH A dojzA H53A AZd didh dx A4 S Yehdth. dx 342 ASTM
C167° wel g5sdt. BE 5 doz4 MEL 0.216 g/cc °8te] A U=gks 7M.

AAlel 15 -

1% ég‘*]cﬂ BOEfEH A2 011°1E ESHA AEe Ui dAEE (T0) SA%S vehd
X 4 A

EE AEE doj24 EB3A MZE 31.6 mi/mKk = 1 olgle dAxE SAHIS 7HHT.

AAlel 16 -
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[0160]

[0161]

[0162]

[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]

S=50l 10-2164569

f 12
£
o
®
A
£
0%
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—
ol
—
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AN R

o
=L
o
v
o
=
KOl
td
(it
|\
o
rlo
N
g
BN
Y
o
2
&
M
ol
o
&
=2
(@]
&
—
—
o
k=)
kg
¥
o
s
32
RS

7% MTES 2 7% NaSiOsCHsoll o
ok, 7%, 8% = 9% BTESEo] th3dt =]
I

=l % R4 - =] e} = AN

T}, PhTES =0l et xzjd A BEF F 5580 280 %% o3 AAF FF SAHUES UM
7% MTESel wigh Hz]& AEL <F 0.0 %—%k% Fgo] dAS T SRS 7HAH, o] AL 7% MIESel tigh
g AMZo B 328 ok 8] S (475 TAA] 10 E%

b dAEE AE] Aol MAG F5 S-S HACh. BIESES] EE APF AES = F5E0] 200 T
17391 Al Fats 7HATh. PhIESe oish & A2l ME& = F58°] 275 3% o4 A &5
e 7

/\1/\101] 17 -

£ 1E aE AbadAe] A A5 Aajd 13omRE ] AE cojzA HgA AEdl tigh Axd (HC)
S-S dERATE. HOC 542 IS0 1716 54 3ol AHste 24 met 35

7% MTESo thadl A z]d AWZL oF 600 cal/g®] HOC SAHIS 7Hxom; AgF& AZ (525 TolA 10 ¥37F €4
)= ok 425 cal/g® HOC =A7kS 7FATh. 7% NaSiOsCHsoll thdk xgjd AMZ& oF 415 cal/g9 HOC =A#4S

7HHL HEF AME (525 TolA] 10 #3F A8+ &F 140 cal/ge] HOC 7X4%k° 7HA ek, 9% BTESEe] o &t
oF
o}

A 3%% 780 cal/g®] HOC ZAz+S 7FHom; 9% BIESE (525 CeolAl 10 ¥ F<F Az gk Ag
F AZL 9 cal/g®] HOC Z4%+S 7FAth. 9% PhIESol that (AAd 3- li—rE14) A A AMZe oF 437

o}
cal/g®l HOC éx % 7o, AHEF AME (525 Colld 10 B3 EA8])S oF 144 cal/ge HOC A #S 7HA
th. 7% PhTESS] AHgxd MZ (AAo 3-3)& ¢F 351 cal/g® HOC A4S 7HHoH; Ag$s AZ (400 ColA
10 B2 9A8)& <k 120 cal/ge HOC S4#S 7Fdth. 11% PhIESe] Add MZE (AAld) 3-3)& <F 403
cal/g9 HOC &4 < 7Hxen; Ags A= (400 ColA 10 27 I37])S ¢F 110 cal/ge] HOC &4 #S 7}
k.
2] 18 -

T 12 525 ColA 10 B2 74w Axd Ao Iz AE A 1302 FE]9] 7% MIES M=ol thd CP/MAS
“Si A IR BAS LpeRdTH

7% MIESS] Wiat Al MZ o oF 0.4639 T T ®] 2 oF 1.9619) Q :Q W= Jeulodch. 7% MTESe] ujd

1-2

0.272¢] T 7" w] @ ek 0.842¢) Q" W2 UEUAL. AR v gEE2Md o)

MEHom Feste] 7] viE AT

2
ik
%, ol
0=
i
flo
1L

T 2% 525 ColA 10 #E¢h ZaE Abholde] dAe AF AAd 130 25E 9] 7% MTES AE, 7% NaSiOyCH;
M, 9% BIESE A& B 9% PhTES A& (Aol 3-1) A=l whek TGA/DSC 45 WEhdtt. TGA/DSC 4=

20 T/8Y 4% £52 T LEARE 1000 T 7149 2% WA S},
E 12 T 20 =AIE TGA/DSC A ZHE& 7|wtoz &, AHF AZd g dus A 2% (T)E el
=

7% MTESOl wigh A2l A= (525 ColA 10 #3F EA2))2 oF 545 T T, SAGS 7HHTH. 7% NaSiOsCHsol
ek Aed BE (525 CTolA 10 B3k IA2)2 oF 600 T2 Ty SAH#S 7HAck. 9% BIESEC] theh Az]5 4
E (525 ColA 10 #3F IH)2 oF 460 Co Ty A4S 7kt 9% PhTESe] wist *2]$ AZ (525 ColA
10 272+ xS oF 595 T T, SAH#S 7.
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F 1
= o A T sk HOC HOC#* | Tdw+
A o] R e A
(mW/M-K) (cal/g) | (cal/g) C)
(g/cc)
1 0.173 30.5 416 142 600
2 0.159 25.1 601 426 544
4-T-5-600 0.206 15.9 - - 269 636
4-T-10-600 ~0.200 - - - - 626
4-T-5-625 0.187 15.8 — — 317 624
4-T-10-625 ~0.185 — — — — 625
4-T-5-650 0.203 16.85 — — 265 636
4-T-20-650 ~(0.200 — - = = 625
4-S-10-525 0.202 16.0 - = 355 609
4-S-10-550 0.216 18.0 — — 316 610
4-S-10-575 0.212 - - - 343 625
6-8% 0.142 - 475 252 - -
6-9% 0.148 21.0 480 437 144 594
7-7% 0.185 20.3 450 715 146 —
7-11% 0.182 24.9 371 868 352 —
7-19% 0.199 31.2 283 1076 571 —
8-7% 0.180 17.9 403 351 132 —
8-11% 0.177 17.5 412 403 157 —
8-19% 0.175 18.7 461 531 303 -
9-7% 0.182 - ~400 612 - -
9-8% 0.180 - ~355 - - -
9-9% 0.183 31.6 ~345 780 287 459
Ay Ak AHE A
o o gASHA 2 # 475 (525 ColA 10 b A A §
- 44 3
g Zol AFEE HEAN "R EZAAQ] Ao JEFal, HEAL "EE"S HEAQL A
o dE £, o7 "=, O o= Aoz x¥
58 BNl BHelA go s, = A AN Age BhN B
of Weta) w2 @ ws R 2 gl Aom aAHolol v}
e URE W gelere Be ddel g @ AEE 8ol (5, "EgAAR ol
oJulFH = &A= ojoF g},
of ropre el B 54, %, epleol sl B9 Axtel 4w, o
54 oA, 24 oa, AN o, Bk wE WA, AR Aed 24 Sl
2143,
el HelE EddA gy AAHA &e I 1Y el &3k 24 Ad gks
et g oR AFer] gk s, o /ME w2 JEASRE EolA A&
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29Si SS-NMR

7% MTES

T12-T2 Q2-3:Q#
Pl 0.463 1.961
0.272 0.842

18 e

(AT 02

-~ S0 30 10 -10 -30 -50 -70 90 -110
BOR
Wy -
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U
el

%

101
100
99
98
97
96
95
94
93

a4 HZ6l, 525C/10min
Ramp: 20C/min
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200 400 600 800 1000

200 400 600 800 1000
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