AR A A R A BAARL S~ FZBAERL LT
FREFEY FHA S B o i fogit B B &
FrZREARE A PR B #wr P Rfti (rERECER

T T EE FWT AEEANS S R E R R S

S B RRATR 0 T A AR R K
AT AR A A Y TR

e
CF iRk A p 2 N E R A RA S TR K




1.2 ¢ 34k #
FEHsivFEa gt i 28 pE (International Union of Pure and
Applied Chemistry, [IUPAC) # & ¥ > % 3444 (porous material )

#1013 2nm E #g3t (micropore) 5 2 ~ 50 nm

i
fi

B RIUTA A
% ¢ 3 (mesopore); = ** 50nm % E 3 (macropore); ¥ ‘g A
EANMEIEEEI2ZF > Lms 218 )3 0.7 nm it * 7 fdg
Beit o A lum PIAEZ T R FMY REEIHET LG B A

2

BP0 v PR LY R A~ 2hiadp R L rd

¥ 3L (mesopore) L1 £ B Mobil 2 2 #7 & & M41SP*
| (MCM-41 ~ MCM-48 ~ MCM-50) #i#L & X & e 5L B 5L

/4

(macropore) 4« 8 a+ & kg Zl ¥ P HEI G RS
iﬁ_,‘ ;’*Lill - ;;L{E’FE"& #E J ’ :’_‘_1 FL /;T“Jt /J/n\ l/'r’F %»3‘? ’ }gj‘r"\‘g\ ﬁi’ﬁ ﬁf‘
(long-range order) » &_% & =< 7
B L7 rgEd Mt 2 A v BT REW o

BB PR Ao e SIO R T R SRR > 23t

R R o R R R E L) e

4

FRYIHM Az at Hﬂ‘ﬁ'ri%ff?s Big B BRI LS
- AR SEBHPE BRSO

P A b e LR Ll A& 2R G B EH
SR AHEE 0 1 3% 5% Sol-gel) £ 350 BiET
FAcE P 2 Fho e 51 08% 530 p 258 &3V v A
& 1.5nm~30nm 2. B ~ 32 R F D RR Gt E Bl a e
Pt



dILH RSN AR A
B ST HE LR L PMCM-AL 5 b0 3 AR B Rk
L

AN
ay
=
—4
o
B
-4
i
\\ m
=i
gm
P
3
ki
—i
=

% 3.50m; BEE S Inm; 6 9 1000m?/g; @ 3
RS > Fido T e

1L3vjo 8- &0 > 23927 & 1.3 ~30 nm § FI & 33 &

2FEF A REBHEIERES H IR P ILT 5 7 Ak o

3B AR AT o

47 B4 AR R fok BAE R > d 3 B i s 2iE 2 R 18k
LR

5.8 o P 3t LEBE > B AT G

ﬁ;.ﬁii’p¢ *?ZPF"'O
6. Bid > drt A3 I E R B PR

LA Ed SR E A 2 A e 5 A B
L7 ERdHipn2d £ 2 &40* L3 g5 AQmphiphilic) £
Fenfh o pidl AT 7 REEBINS F X 2R - L

SHRBETERER R S PR RS R L OB B
GENEERR RS L L 2

¢ U A o E B AST A H G T E S Bi‘{xlﬁg
B (R R G T A L 3R

=t
b3

B e AT AT Al 4 T BRI 216 B

S A AR o B g AR 6 B G R ko blde
» =k = 7 A8 4% (Cetyltrimethylammooium bromide , C;sTAB )

L2z 2?7 A F it 4% (Cetyltrimethylammooium chloride, C;sTAC ) »
%@ﬁ@figgi#ﬁﬁﬁéi’ﬁﬁﬁgﬁﬁ?&—iﬁ%*T
(BB ~ER -pHES) B AR E AR L2 2184

_3-



E
AR E SR E PR ST A e 2 R BN E
LHE RS 5 F SR Biop BEAE TR FZ BAE S (])
4 ATV R S B2 TSR (2) ¢ VRS S22 p ek e
Ly e T oA (3) F RHE AR RS AL R M
"2 TEOS & &) » K& 2 B ink 5 & 3l aia % %64 M iesr
AR epH i~ B~ e Bl FOBiER (R BRE) § M
SRAE ST oGl IE AR AT AP RS A HOE AR
gt (Amts FHAG)EBRFSERM O JITHERF g L
APy ERE ek (V) 2 2K SRR S

B4R -

3N

1.3 % %-#%z (Sol-Ge)

7 " Airgensons ¥ Stranmanis % & ¢ > § %4843 (Collodial
particles ) T 32 T BB R Y R < AR E 1 ~100 nm B >
F- BRI LG 10°~100 BRI 225 Fli A5ERAPE | o 3Tk
Bl B DR A

+ - = AL < > v , - o ZIAIR D
20 RIRE O FIMRPFTRERPELAONRRD o

DRSBTS RT LA KRR 0 BB
G AR R R RS AL T Bk RS 46 LA
=

RRE A FI i AP ORRT R TR

7



.8 &+ 4% (Polymeric sols) :
d £BF P 5d KRR EZEE F BEFIF
TH - AR A FRESF L TELIURB S 5 - K48
o AFT 'fm/\g'f'«'fi’?)]* B BT R E SR
XBHY O FFRBRRANEEF AR FRRE T - ERE
Mok B~ g3 e o R R GBP S e e 0 TSR o
SR

RREES SR A

S

AN - R

75 %8 52 %% Qolloidal gel ) -
EdRFPRADFWEY 2 HALRWRB L PR E

FE M 2 AR AR -

% 4 < % Polymeric gel ) :

i B 4 sﬁ;ﬁd AR LT AN LKA > B A Rk
SHE 2 FIEA T RET R b 0 ARSI RS A AR T



131 Kf2F &

KfEF Y G35 €85%F A&+ —OR 0 h+ > 51 T2
s H S kP O RFfrSi RFREFRPREEI B HO LR C

i3~ + (ROH)% &t > —OH ¢ B~ —OR @ # =@ fi :

DR RkfEr b

OR OR " OR
H

RO—Si—OR + H' > RO—Si—OR +

/
,}
'E|}R C|IR v \H

> RO—Si—OH + ROH + I
DR
I AR iEr R
OR

OR

RO

TUOH C——> RO—Si

OR

OH + OR-
OR
kiRE AT EF 0 FOREE kR s A BT e
b E o ek A A AR B A4 WHA L F

132 %X F &

Si-Bz £ ~%4Ti-Fe & TR APB A REREEE A

e sk - Mp - ERe I a3 85IREF B 1
)?F‘ﬁ’P

= ¥
T A

%ff\ﬁ‘lj“ﬁfl%& R F R AAF B ?;fr:;. TLPﬁﬁﬁ B

;v
P
TFBENER o

ok F

OH OH

| | N,
&+ & —— —Si—0—Si— * Ho
AN AN J/ AN ?



OH OR \ /
|. + S|i > /Si—O—Si< + ROH

S
/|‘\ TN

kfEF B A €83 A P —ORSF RF AR
TR gF ¥ HO0RE R @A+ (ROH)% & OH
g2 —OR ™ 4 5k o Mok dp 3 R EF - $REH &
WA AT T AR R BA R E o Bt T AR R S 2 e SiO,

—

L

B (R 1-2)-
] ]
S N R
! |
S N A
! !

Bl 1-2 g dsol-gel {&7) = %k g

14 p 2% (Sdf-Assembly)

2o p gl g g £ A3 8 o v R AUt A Y 4

BTG B (2) g4 4
frl W b L BaEG Eendp 3 IT% A s S TR E

%
&@u—@ﬁé@@éﬁ%@é%ﬁﬁa’éff%ﬁJ'

P A A AL PR ET A LA I R B



ks fed KA ERE > Tl BREAS BT 4 155 5
Mg ;Lté‘rh}: ﬁz;ﬁg;-—: y B i3 # Bﬂ@glp e EF Y “E'—%t‘:}'—:‘ ‘gaiEBBBﬁ;
(Superlattice) Hd & A2 Eﬂﬁ%‘;;\ HER T2 ‘“f%)'—’ T 2y s

SN R R R R - RS

15 #cre B B
P S BLE R B YRR defg )k B (critical micelle concentrate-
ion, CMC) » JBE 2 G 564 ¢ 2 L T % a BAS8E 8 3 chfd
R R T A D AR R A RN
FHEAS ZRER > BEREF R e 28 (§1-3)

Csmatic Pressura

Saluaibizaton .
saanelic Besanance

Surfaee Tension

Equivalant
Conduclivity

Sali-DiMusan

Magnitude of Physical Property

Caoncentration
BI1-3 3% ? o2&k R 2 I HRE O o
it e @ CMC o] (21-1) > jhite Sge @il § e &

SRR AL A A o B SRR ek & TR BE 4T 55 7



Poa (PRI TE M BRI TR FRETR TS RATR
PP

Mrre Ay A R FFAA A B (- ) FAMTAEL PEI R
(electrostatic effect ) () Po BB EpE4aTA 4 2 ko
(hydrophobic effect) -

RO

B BRI+ R G iR B Mg AL o B S iR PR B L
BARMRE KA A R RS o S J}‘L‘»'«“L? bF - A 4RI R
o zB R e FEA AL B E R @ F IR 0 & IR
e 3R E A ATV 0 RIE B RE ORAE G - R B o
VAT e 2 T R - B M o FILEE AR AR A S B H e
AT T R RAR > PIAR T R A o) o Fow BEAS T R Ep 4%

.

ki o RELERE 403 hE g E IR ERkap R
EL e FlutRpRE 4B TAPRR b A Hil R ARG AR G
BB AT T BA PR o Bkl WA v enA) A s S ke
v 2 From SR A+ H RSP o

Fo1-1 o g B TR R s kR )

Surfactant CMC(M) Surfactant CMC(M)
C,TABr 1.6 x 10 * C,,TACI 2.0x10 2
C.TABr 35%x10° C.TACI 45%10 °
CisTABr 92x10 * C;6TACI 1.3x10 °
C,sTABr 4.0x10 ° C,sTACI 8.1x10*



1.6 Fr & &3 % 8(Surfactant Packing Parameter)

1980 # Mitchell, D.J. 4= Ninham, B. W."'%" % < v 4 3 17 -
WA SR 0 E 2 - B § P e A5k 2 12 o Mitchell, D. J.
{r Ninham, B. W. & A A A4 8 LBk e B 6 B En k3R o1
PRI v o R RAAFEMER [ FERRAZ G A G M

&= ./ (5%1-1)

SRE B S AL R WA HE BREPERA S e Ak o - A
Heaendp+ A A o B R OERPE > saff Sl g 2 130 R o F
BAA S R BT 2, R ke g BRI 12~1/3 2/
RoGoE A A S e BE Sk a1 P e (£122)

£ AMCM-41A 4+ ¢ > — BRE* L {o 4hn 5 4eB F 6 75 1A
BOEHCE PR LTS oL ¢ R LD TR e #
= ek e o

- 10 -



212 Hfp S HR EA S 2 R ) e o

na

Structures

g<0.33 spherical micelles
g=0.33~0.5 cylindrical micelles
g=05~1 bilayer (vesicules)
g=1~2 bilayer (membranes)
g=2~3 inverse cylindrical micelles
g>3 inverse spherical micelles

Feve chh ) Al GAEE f B RS R G S AR G R oA

. F
Sphere Cvhinder Planar nlayer Reveorse Bic ':'me"":'”"' Fiposames
TI.'I:iI.'i.'I.Ii.':- FI'.'I.I'H.'
B1-4 & fidcre A58k o
N ST 2 S coad A A AP gU g B3]
213 - HF L EAN e EHE 3t At
_ . bore
Name Si source surfactant condition _
diameter
TEOS,Na,SiO , .
MCM-41 P Egmgc v 448 Acid/Base 2~ 10nm
,amorphous silica
TEOS, ez A= 7 H4(C
MCM-48 . = ,E‘E *E,E‘ & Basic 2 ~4 nm
amorphous silica  TA) > #+ Jr & /& 4%
SBA-1 TEOS 4zl = v 4w Acid 2 ~3 nm
SBA-2 TEOS Ci6.3-1 Acid/Base 2 ~3.5nm
SBA-3 TEOS SN R L O Acid 2~3nm
SBA-8 TEOS Bola | & & & 4% Basic 2 nm
SBA-15 TEOS,Na,Si103 B B Acid 5 ~30nm
SBA-16 TEOS qﬁ%ﬁi’r—ﬁ R4 Acid 5 ~30 nm

-11 -



WA v SRE BER [ R EMERE T g%s VA
FEORMAERE kR R oS n BRI 2N 4T

v (A*) =274+269n (71-2)

I.(A)=15+1265n (541-3)

noEEs (R G EHM A R ) o f v RO

[\

THARS KR g B¥S » flcie g Wi A5 Ak picie g K ik (g
1) e &azfap (12 > g > 1/3) PIRA L7 Fial v e @
%iwﬁ~ﬁ%1$ﬁ%&ﬁﬁbéi%£§°
Hicre A5 S ek pE o K Rk ficre B RS Jﬁi“ SN SR Rl
ﬁ’ﬁigﬁﬁﬁﬁﬁ%ﬁ?ﬁ%@ﬁéﬁﬁ’@j%?ﬁaﬁ%
o gXFIRGEEAER T RR - F BRERALE T TG A %
(ﬁvﬁ /?J‘J*'\i’l’e’a,xv AL RO R G R L) 0 I a
AR RE R ] R A R U - Jhd Sp il e S5

SR 0 F P MCM-ALE 2 5 4]

-12 -



1.7MCM-41 & =& = 3
MCM-41 & * 53 & A 55 48
RSS2 (K

1992 # 4 Beck,J.S.P) & 4 fgpprir 2T pH =10) & & 41 % o
— LY BT e B4R G SR s okiaR (ST 0 ST
TR ERAGAR I PEBRSRS) TREF LRI D
FPRAE 5B Ed 3 RB2EFHELEREF K FI
MCM-41 -
Fis >z (B

1994 & Stucky, G.D.®} £ A e 3103 H7 AT
(pH=2) > F & %7 (S") e BdeBE AAsh > fop ¥ W e b
AMRE? ¢TI tad 2T (1) 34 2 B8arghr a4t
BR G EEARMe G S (X)) A4 e TEY U RS

220 (STXTT) 352 MCM-41 -

(.

Bl 1-5 b 1 BRE . MEM-41 7 AP

-13 -



18 MCM-41 & £ 442 1 &

MCM-AL # IR Ae 53 L 5 & Sl o e 0353 4]0 5
A MY S R A 540 1992 £ Beck, J. S.PTE 4 Box i
P MCM-41 = & a7 7 0 gk LA &3 ik fdp o
PR BRGA T AR dhdo o FLER-HEFESE (LCT
liquid-crystal templating) ; 1993 # Monnier, A.!'® % < 3 113 = A
T 7 (charge density matching) ; 1994 # Huo, Q. S. &' ¢ 45 % &
EEHIrE PSS B LAET R T AR IR RS RS
12 % Attard, G. S. 4r Antonietti, M.!""? & X chip-R R A E
B@A kg EARAM Mobil 2 @7 R B 5 DS AT a0 84
321221+ g gm 1 -8y Podr WA frR i 2 e 5 1223 (8] 1-6)

surtacian micaie rugallar mod

il

Bl 1-6 Mobil = 7 #73% ! MCM-41 = & 4] -
Mobil = 2 B A #H A gk |2k =T &k & & MCM-41-MCM-48
22 MCM-50 ¥ 3¢ A 3 4 > FUb3F 5 & S gl s W o

aiicalg

EEFLFN O B IRIF - IR EE S TR R R
2R TR Glhed B-A2PPS LG FEETHLATEEE R
BOEEAER MOERT @R R GFRBERS T LT RSO
M41S> @ 2 Z &R HARerfE L5 > ¥ ARG EMHAZRY F B

\‘ A

B RIEAKRPII ARBORHBAAR T A d PV RP R

- 14 -



% WA £ 18 o

P 1% 3235 (cooperative formation mechanism) % Mobil 2 &
¥ - B2, MCM-41 2. 32% > Ko Sk i Lt » 5
FRete2;= o B33 e > 2 g FiEAAp T (8% > g w50
ARG BRI o EGy ¢ R R A a5 Davis, M. E. &
Stucky, G. D.#74 ! :

Davis, M.E. P e X p it s g 7| L8R 54 4p 5 1%

B R R A R R 2~3 B RFEDSIO 0 Z R R RE
A EARY B2 RSP R BERT - TRA O R
& MCM-41 %4 - (W 1-7)

B 1-7 Davis, M. E.& £ #13& 20 MCM-41 = &

Stucky, G. D. P2%ld @ =@ e EWEF WL I B2
ol T s LA Az g BB AR REPRBRE T
FIABEDTIRFTR R A BB DLATPRT F T4 8
B WL BT T Rl o BRI 2 5 kA g Ap i
2 MCM-41 34 -

Monnier A. % A & &) A EF Nix 2T 0 B p LSRR B 2
CARBERDFE AL AR FEEE AP 2 AR 2
A5 MCM-41 4 o 3ER — B 453 B0 97575 % e o S HE -2
Bl 1-89 3?7 R r T apit B EERF TR BT -

-15 -



10

5

b
i

N

3

¥
s
"

y

B 1-8 Monnier A. & % #73% 1) MCM-41 = £ #4] o
1995 # Firouzi, A. "t NMR #7 § A 45 & cop fe B 22 Jb o 75 12
MG B3kt EET (pH~14) 7 PR35 2P > CTAB
FUAL R A A G- BAH RBECR G SRR A E S
AR AEFRF AH LR LR (A ERPRB) B E P SLC
g (Silicatropic Liquid Crystal ) > “fk R :c%m A4 0% (B RE =
ERA) RGN RRPREAGE S X RETHMCMAL (K 19) -

@m_ Yl - Hurisatani (@] L} - - Mg T |

o
S A o ‘\ﬁqﬁ&-& g @ af
"\ ) m A

| '-.-":' &
-._ =CTA: o [ o + B8 g
| oe )| GeILT - |
o o x __T- = ion Exchangs I
. w 's) o
. '\-\.II : ‘—_q - 15'- {:‘I:_J
I_. e ‘

| bom Exghanga | i \ i

20 Waxagonal 5LC

B 1-9 Firouzi, A. % % #t3% 1 MCM-41 = & {541 -

- 16 -



Firouzi, A.33 % #-k sk 2 D4R & # 48 1 (0.098 £ 0.094 nm*) -

@ 2 5dk T CcTAB ¥ £ € 22[SizOy] # fets g+ (Double four ring,
D4R) & T =g jw o

ol Rho E AR A g o S T PR -N AP B L e

B Rt MCMAAL 484 > g 3 3% 5 3k AW 3R R i3 <

A SRR LR TR G A R e REAAPERBT S

T e T &%$+<#aﬁ@4 LB ST LT 4 L MCM-41 &

B2 B B RUKR T FRSPIE WIE 7 AR AT TR (insitu) AT e

1.9MCM-41 #F54 £
AL B LA g I(-) A HFFSE (Z) &

=1
s

S

E
™
Bi%fé—;w ;\:ig\, o

£

0 F R T F R E S B 110 3 MCM-41 i

Synthasis pathways of MIF

Foi - Henolages ssppoctsd s o Suppectad
~ L] .ﬂ'f-
T egmilion e
w.uininw; i e e Y
Growth -
— ""'"P“‘
- luhIL':lt-ll'EI ,Jllllﬂ
> (hpdropad subsbrats
Eir-untar D l-watar L2 _ﬁ‘/
antarface Anbaed s b= l'nl / \
' \
1 Il'n Dip-cosking  Spin-coaiisdg Conbed sl
‘H deisd ar
Floakting Fliw 1 i o gowed capting
BEPDEEL auppart

B 1-10 MCM-41 Er3 e &= ;84 & [7

F: S
Yang, H.¥/ S g e AMAF Y (22 2) P REWIE - &
FOKRAFE A G SRR MK R L G LR g Rk S W R

-17 -



m e R EE R A G R R

aF AR R ReFE o &F RFEGY oA

KRS F ek iR AR FRRY AL EE A0 ke A
ke F b pEM ARG @ AR E N

iTE % > White, . W.PHE A5 5 ¢ 5 1% 4n & » 5 X kMt
(GIXD) #tv % 5 # Ao ® &% CTA/TEOS £ C3TAC/
TEOS) # 4 # & £ 4] » 14 C,¢TAB/TEOS % % 5 » /& (1-11)
BLER S EE A 10~66 4~ 4aFF 5 Lamellar 4p > 8103 4 {4 B 45
2+ % Hexagoal 4p » F]p lf‘ﬂﬁ;i’;; CsTAB/TEOS & %4 =& % & %
Lamellar 4% 4& % 7 Hexagoal %1 > @ CsTAC/TEOS %] %

ClgTAB/TEOS 2R ’}}% > 7T J 4 o= H;‘*:F'& w3 "‘ v TR F *
7oAk o
ami 10 min Lamellar {1 %66 min Lamellar ]
LS ] L !
L 40 ] Lo ;
R el R 1
™ " anef |
LA [l ] o !
0.0 ; 0.0 -
§ - - - Oy £ B o
n32t103 min Hexagoal 1 2182 min Hexagoal
nas [ 3-1]
4, 0mf { i oma |
! 3 }|;||5
u-lil L =] [N [-] 2
nosf . ’ 1 oos . ’
000 k... : (1] ._._._._._._.._...__.
€ -0z .1 u:‘,._ul{la.- ai 0z dy -0z a1 q.:.lg . i H]

E] 1-11 7:[: ni’ ;L ™ ‘JclgTAB/TEOS E’Ji’* + ﬁ_x gl
fTx g &M R ER* P+ s (Imaging Plate) - Flpt iz 7

PERLEES S HING 0 LT 0 2Rk kG ARA A R R

e
LR

k=1

- 18 -



1.10 R & & p

P v kR 7 1 CieTAB § Hcds &) > 2 TEOS § # 45 34 7%
BAaf R e T e0a;8C, TAB/TEOS P 34k @3 > 228 ¢ § 304
B B D BB EAG AL LB R R A6 F B
PRI AR PR FIPFRE AL EA FLF 20T o ke

CE RS UL IAS

C BB Sl e 2

¢ FApdEART ATy IR ?

Flothf B PP EgEd 44 TEOS ik & ~ HCL k& ~ B R &= >
BORECR LR ARS Ginsin) T o R A G 2 F BB

- 19 -



$o% FROZARE

FoE SR AU E RER v § AP

( Tetracthoxy silane » TEOS) )k & % 3 ik fa bt &)

Y 2l 2, -
LR oG oE

Al L2t =9 A8 4% (Cetyltrimethylammooium bromide >

CisTAB) > i¢ * & k3 (Raman spectroscopic) BLZ-K 38 4 & >

ko~ bE] &R X K4

t0it (GISAXS)~ /| & B X kg8 (SAXS) 4
Vg RAwmradd HFEL

PR RET B A

1.3 % (Raman): 7%

4ok f32i 42 ¢ TEOS £ HCl 2% 3%
T AR ek Gk Y B e FEUBL KRS
2.5 8 ~ 5 & B X k478t (GISAXS) @ LR F

"l -

R %

. - 32T -
oo bR

SRz B4 F a2 IP A AR IR AR R R & T

pF R > Tt 8 * CCD (charge-coupled device ) 8P| B i {79 % o
301 & B X k4gs (SAXS) i fF5zd& o (BR? ) &Exy R&E
B | BRE e L] o
21 v B F
AP BERAeT L (R F HO 5 - &2 HF k)
%21 “BEZARE
L 5 R T
Si(C,Hs50),4
Tetraethyl orthosilicate 208.33 | 98% | Aldrich
TEOS
Cetyltrimethylammooium | CH3(CH,),sN(CHj3);Br
364.46 | 98% | Aldrich
bromide Cc«TAB
Hydrochloric acid HCl 36.46 | 32% | Merck

-20 -
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22 WERiEHZ LA R
#-HCl 4r » 2 33 k22 C\TAB &t ) (% 3-2) @™ % &
I3 R o B BRRFS 2R & A Bt | HR-TEOS 4e » »
B oh e TEOS &% %Y R 2Af3 232 25193
ebe » F) GISAXS 2 SAXS ek &4 ¢ 0 % 4o fu i 4k S 34 5 iE
g B PR 4B E 0 @ Raman k3 P4 » TEOS 15 B 4538 (7B B
KRR o £ 32 AW ARIEERE £

AR S ZFET I IEE
FREERE

PR AAERF o KBRS F 0 F R g4 @ s
BgHme T HE@ERp F b Fpia=cikt a2 ¥ EAE A

M 3 4e E%,u‘z;%‘c} BRI RELRF B F2 B o

TEOS k &
d oo daff Slicrif  TEOS ER B A3 »xa # (ap) 0 7
g TEOS e » 5 B R iv S s Rig > RB-KfE R EF B2 P

E SO

i M|
FEREMIF B (FRES SXT) > i plr o ek
B b RBELREHKfERE B a5 MCM-41 2_ %1 o

_21 -



el

1

Stir

}

| g

X2, TAB

Stir

add C 1 6TAB
|
Mother liquor
|
4 )
add
TEOS
. J

p—

U0

Mother liquor

l ¥y TEOS

[ measurc ]

el

B 2.1 7% nA2T & B e

_0D .



o Shi ko 7

-\ ¥ \ + = N
v 5 S TEOS-Temperature-HC] & w57 TEOS R ~ R

}i N ﬁﬁ,%)i ’ t’lj'fif' TEOS 800-25 }i-CHC] %\' 7T ”‘?trr':"' S 8-25-1 °

2022 FEEEARE £ o
Temperature Molar ratio
Raman | H,O | C,cTAB| HCI | TEOS
() H,0\C;sTAB\HCI\TEOS
S g.25.1 4368 | 800 ul 25 100\0.11\2\0.176
(1 Cuc)
342 ¢
S g5 800 puL 25 100\0.11\1.5\0.176
8-25-3/4 (3/4 Chc) &
228¢g
S g5 800 puL 25 1001\0.11\0.5\0.176
8-25-1/2 (172 Cha) &
S 33 0.8 171 e | 800 uL 25 100\ 0.11\0.75\0.176
8-25-1/3 g 8g (173 Cuc) h . . .
S Lldg | go0uL 25 100\0.1110.5\0.176
8-25-1/4 (1/4 Cel) i . . .
S 425,14 Lldg | 400 uL 25 10010.1110.5\0.088
- (1/4 Cucr) ' T
.14 g 1600
S 16.25- 25 1001\0.11\0.5\0.352
16-25-1/4 (1/4 CHCl) ML
Temperature Molar ratio
SAXS |H,O|CiTAB| HCI | TEOS
() H,0\C;sTAB\HCI\TEOS
S g25.1 800 puL 25 100\0.11\2\0.176
456 ¢
35. 33 0.8 L 1 A1\210.1
S 8-35-1 g g (1 CHCI) 800 u 35 00\O \2\0.176
S g4s.1 800 puL 45 1001\0.11\2\0.176
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S g55-1 800 uL 55 100V 0.11\2\0.176
S 32:30-1 3200 pL 30 100\0.11\2\0.704
4.56 g
S 32-40-1 33¢g 08¢ 3200 uL 40 100\ 0.11\ 2\ 0.704
(1 Cuc)
S 32-50-1 3200 uL 50 100\ 0.11\ 2\ 0.704
S 32-60-1 3200 uL 60 100\ 0.11\ 2\ 0.704
Temperature Molar ratio
GISAXS | H,0O | CiTAB | HCI TEQOS
() H,0\C1¢TAB\HCI\TEOS
S 251 4368 | 900 L 25 10010.111210.176
(1 Cuc)
S a1 4362 | 900 L 35 10010.111210.176
(1 Cucr)
S g-45-1 456 ¢ 800 uL 45 100\ 0.11\2\0.176
(1 Cuar)
S g-55-1 456 ¢ 800 uL 55 100\ 0.11\2\0.176
(1 Cuar)
33¢g 08¢g
456 g
S 3225-1 3200 uL 25 100\ 0.11\2\0.704
(1 Cuc)
342 ¢
S 30.05.3/4 (3/4 3200 uL 25 100\ 0.11\ 1.5\ 0.704
Chc)
I14g
S 30.05.1/4 (1/4 3200 uL 25 100\ 0.11V 0.5\ 0.704
Chc)
S 2051 456 ¢ 200 pL 25 100\ 0.11\21\0.044
(1 Cuar)
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23 FHREMA
231 $& %3 % Raman Spectrometer ) !

P Ed R AE 78 (CV.Raman) 719285 3 1 5
ERREBIFF I EYL £5 4
k2 BAA AR > WRI fofr T 4 A 2B gy (inelastic
collision) e £ * it FFtEAfw it > § » S kpfH A+ €@ 4
B+ d 3 (ground state) B2 T4 % it £ chm#ei & (virtual
state) » A F P I A PF 0 BECH AR F o SR S Ap e pE o T

NEFREL B A FEILT AL R L AL § lHrsH(Rayleigh

LA N BN RN

scattering > v =v;) > 4r@2-2 #7575 o

FAFw I RE R AP AT o~ B2 B v E 4P £
AE  Trigsd kg Fpior Sk 1 > AT IR R AT 3
4 (Stockline > vi=v; AE)> @ A 3 5 7 i I B I i PEAL B

LEWw L AL s ER MK LE F AE TEILE
FestAL s F g 250 (anti - Stock line > vy=v; AE) o » &k g2 4 7
A2 B HEMGSREIFEL o H 5L =H (Ramanshift) > i@ ¥
24 #c (wavenumber, cm™ ) 5 H =4 7 o

SR AR B AT AB LIRS o 0 L3 LA
REMESYE LR (FI2-3) 28 2B {cf ik ) 2
Fhl o TN EFEP LA EFTEINER S IR R L -
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\ 4 VL El /;;f);? ,@\
v v EO +] ,H‘:E;\
E Rt ) s B EEA T
ve=vVi-AE Vs
Bl 2-2 7 Ik fpoti A2 8 FE B o

”_ =
<

Vi vs=v;+AE

Hayleigh
= <
a |
= I
8 I
T F i
] |
= i
|
L | | 4
{1
anti-Stekes [/ I"" Stokes ||
I , S _u—'w—""-'-'-’. H""--—-..._._ e L‘____|
1 1 1 1 1 1 1 1
500 -500 400 -300 -200 -100 O o0 2000 300 400 500 60O

Raman Shift {em’")
B 23 gFnsmer dEiami i
R N T L S TENERETY W NER N 2 2
oA REET PR RE AT R B R T k

R = R SR P e Poy et I SR P L L I
B RIFHA RPN o dok o TR R e R - b TRk
LART £ 0 T RRA SRR Y e b e R £ 5
S R 2l AR VR s et A ey
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WA T E G S o FE R WA S A RS S Hen F B
SELT ALY R R R AR AT e SRR %R TR
SRk MAERIBEE B A ARE A AL RFDRE S
SRR

Pk pjrEk

| PRESAFHEEFTEATEAI > F 2 EHE SR D A
W FREA DAL o AR T PIEFRE RAAR
BOTHREVIRTHEEE BT fokERE

2.—&%?3%%£ﬁﬁﬁﬁﬁﬁ¢(u~2§$,%uyg$wg
kT R . TR RERFL 200K A 2 L)V A AT)
& ik 5

30k 8 AR BRI A s FIT R RY A AT A IR
FR* B AFTRES AR LERH TN E A4 o

4. £ & - 7 12 PRI E 10 ~4000 cm ' 2 W2 g ieis

#
A3 e FR v RHFRIEAE DR BRI gk p kA
Bt Bl E
LRPE BT R ERSBE YR AT LI EBE I AR
Pdeoipa g & AP § Sk 5 a0 AR E B 14 3 35 1000 F 10000 7 o

Bl 2-4 Fhirie* g kB2 R
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232 F#HigHt
F 45 F42 iR 1947 & » Y2 R * § 5 = & (General Electric
Research Laboratory ; GE) 2. & &+ F # 4vi& B (synchrotron) *+ & ¢t
MFR e FReAEH LR R B A AT R xS L5 RN
bk p s A T T BB R R RS b e P
NRBR oy RFUBETRERT > L TBESETY AP BHERE ¢
FIARHm - F R DTS o s N E P RDT R FEE R
W beiE Bk T G e deid BRI aiFE

A% B
Pt BERAd T3 LB BELL o 0d LLMAT K

Juk

FRARDELE NE P ARl R RESS o X KRG B R

EEEREEHENAR N B X KR - FH B 5T D

B pdakdfaf)

BERHRATAS R R JLRET RS 5 A AR ARk f o T
RREHRL AP HT R EMEP - c Hf 5 f] >
0.02mm’> * kB &7 > PHREEBREUF > TG FEETT
)3

5

o

SN |

b deid BEREFE- SREALDE - TAFE - FRTA Dk
REYR ;ﬁd KA KRAE > B RRT Aotk 7 Ak
bk E X KE TR OABE R > T T R
P % o

7}@ 7 e 5 BR 5 A e
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LN Ul
(R 3
SEEFARMT 3 A B IR A AR RN g e o

£ iR
%ﬁﬁ%%%ﬁ‘%%%%’ﬂ?

EN

%%%&%@ﬁ%?

FEME T BTk ang B (iR FiF (T %?Kg

#L 7

Ao iRARIET A AU S I R MR T e AL
2 4e B %ﬁ?%oa—&?$%%%%’%%@*ﬂ LRI

(S =t pr Bending Magnet
B [Tk cuadrupole Magnet
om GEEHEERSS Pulsed Injection Magnet
o FIERE RF Cavity
— [ififniiis Insertion Device
Storage Ring
(1.51Gev) e
ﬁ' #ﬁihuﬁﬂ%‘%‘%
f.'f \LIN.&C
-' BER
-'.';% e e e - tﬁ:_ Booster Ring «55
= {988 Transport Line i .:35\{1.5621’} g
o
B] 2-5 1 ﬁ/j-ﬂg bt’f;{;lgcl%ﬁoﬁ B -
i ‘}bﬁﬁ‘/‘]'ff”ﬁsi = -4 3=
AHE FRFRELSFRR A RPLAA R FRT IR ES
1S BT+ R B0 TR
BEk R FANE S ISRE T RE 2 RETRE 099999995
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233 X % & & $#c5 % (Small Angle X-ray scattering, SAXS) 7%
kiTs Y (B2-6) L+ % RARF A AR - 5+ TR
S RARB AT RIMEORRE I (RBERE ) #FHX
ST § Pl HINR F R AR o NIRAP I A L
Heoom AT XORATH S R EATH o w R I B T U0 R T
MEIBARAAGAL (FFTHELELZBHE) FL AT A F PR

sostis (Rl &) o

-n\q.

Gy .
| y LT
i e\ G |
) & 1 5 gt i, I
=311 Y. _r 5 ‘1 H :
= d
- 5 a B -
15 . N Yol SR |*l|* HiE |
' j ~ TR R ‘-'-"1'1|| - :
H"..'I|_ w ; . . " = .
155 X « T AFERT- ; y
| S ; iy

Bl2-6 $FEf+2 23 FF o
ﬂ;fr}ﬁ;%"'}ﬁ?’*f  HiT*® 4 B3 B & }5—,7—*4\/],,275;%{&@1’?’
CHFTE (4rd ~F ) FARE AR HEIEY 5 F
(contrast variation) %% % BRI FFRE o I FHFH X LR > 7

fis
9
=it
/4_‘ N
yod
iy

ol

"R 7 JeETSt (resonant scattering/anomalous scattering ) © ¥ #3F 2
TEREFER
¥ - 73 %24 (unpolarized) X sz 74t :
do  ,[1+cosé’ N
- = — 7 2-1
0 Yo ( 5 j (5 )
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E/Ti@‘ﬁj:";,j‘b"i)\ﬁrl-—'ra-,7:gﬁ;’roé..g:-:j‘i (282X10_15
X

m) o $b & RACHA S0 A E ARG PR (ST ) B AR

RGNV

— =7, (5%2-2)

$HE - RFfcHd R T RAA G P R 2 S0kp 4 0 T
P EMTATH AR > F AT FIRAEZ L) > A RF AR TS
(atomic form factor ) - ¥t & B4gstm = » ¥ —é &R R 24T
bt H R FACHITN S TE 0 P X MERCHT A BT o F F R 1nm
Hji%ﬁ’%&%Aujﬁg,%kﬂé%ﬂ%@gﬂﬂ&@k

THTE AR o FIMUHE - R3] ’i}i%@%"{%? * T &
do
== _p? 7 2-3
0 (3 )
ki A
|_:

Bl 2-7 7 Ie 4TS B2 T8+ O
b=7ry > 5 R+ X k478t scatteringlength) > E =5 &£ & » Z
A RIFIDRFIE B AANRIERD 2 BB A5 A T F o doB
o (Bl2-7) BIEZ S BERFPIAER > 7 47

B—A:l;f‘r_l;i‘l":(l;f_l;j)‘r (;\3 2-4)
ki 2t ky Auls o~ bppde g K &igipw 2K, chl 2w £ -

B RS AR A AP S BRI EN R 2T AT S
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27~ ~ 27 ~ 21w~
A¢=7<kf—kz->-r=[7kf—7kfj-r=<K_f—Ki)-r=Q-r

(3% 2-5)

B 2-8 » i e & K foicdtid v £ K S4ese £ Q2 B 1% -

d Bl 2-8 #gste £ 0 T & 5
0=K,-K, (32-6)
B30 2-6 P hv B nQ=hK,-hK, > &8 EW 0K 0 hQ %

# £ 2% ¥ (momentum transfer ) o

Qv d 28 M2 K =K =27/ #3:

Q:ﬂsin(gj (3% 2-7)
A 2

W FPEET R ANFHITY 2 2 d ST EAAHEE kK 2
o @ SRR R QLR Y e P BRI ) R RMA S 0 A
Laicstd g TN A RGED AHEL S o

FHEd F I RT E A LRI AT be 9 bk
FIBRFAACHER > TR 2R G REACHIIE 7 B & i
FE T LA R T L R T L e T 2 2T A G

2

1(Q>zj—é<g)=% (5 2:8)

Zbi e "
i
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O3 R 5 L AT AR S (S BATA R g HE T S o o & R fr st

TR R O R 1 - AR TR S Q0 ha e

» HiREE L o
el EaEb o A XKRAEES ng;::y;«-;;rs—w — AEal R o NP

SR (FREd) “TAAERET HY - BRS¢ WR AL
2r % (0d=27) F|* d=27/Q M ERT AREE N diE o 4

¥ og pbsN 'ﬁﬂ!{'\m""f#. B (FrdiEdas ) 244 m{.&d——l,ﬂ’—g
NI QA%] m\‘—‘"vf)“‘"“)imiﬁl%@ ’ '—QP i}i#ﬂﬂm‘ﬁ(
Bt fi 5l & A ACH o (F2-9 ~ 2-10)
(g detectar ~— Beamstop chamber
CCD
Vieuum bellows
WAXS-Y ATT?
I mskt —Sample stage —_—
Flotary disc Pl

IJ'l

ATT
BMI
1 m osdod Laser
! 5.5 ¢ r.- WAXS-H Photodiods
2 Iy
Vacuum bellows

ar
= q“""m Shuatier
e

[ =
1'__1.._“

B 2-9 i 5 BL23A /) & & X Bigst ke 7+ LB °
MR I A R REEE TR AR 2 Skl R
k¢ o7 % (beam-intensity monitors BMI1 BM2)~2 & % B %

(attenuators » ATT1 ~ ATT2) ~ 434/ 4 % % (pinhole-slit systems »

PIL-P2)~%#ER% (77 7-MEPIE -9 FRELFHDHY 2
KRk d i B ) & o (199547 SAXS & GISAXS 7 #4518 )

E BRI N EPE T RS B MERE (WAXS-H
WAXS-V > Auj@iddsy 14 £ L2248 ) £3 @ 46¢F (vacuum
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bellows)~ £ g Ah 7 %42 @ B7F L NHRE (CCD &= Mg

PR )

B 2-10 -] & B X k4rstik ohp o

234 F & » 5 X k| & B 4785 (Grazing Incidence Small

Angle X-ray scattering, GISAXS) 104
EOCH R 4 R T g 0 - 4545 * TEMAAFM S 3 & 4 441

Lo RFHEREH v F 5 A e 2 o WoTEMenT + R ¢ 3%
EAG o B R LIRS &2 RS (insitu) F % - AFMaé

Skl BEIRTR 0 R DTN R0 B P
BRXEHY o 4 5 RERERE S A <R

CRIR S BB ERNA R Y B R A R £



AR R g d ) R X RS o S SN ER Y 4 4
Stk I PR X ke (Tl & R Sk kBRI A

SHTHIEL > TR S BRI R e P AR 4 AR
BB AN > A sk (k) 4IRS RO (K)o R R
P AR R X~y sz e DIRIE > A R 2D Bl q &
ERCE xydhoq s B 2 zih o (B 2-11 5 2-12)

9. q

Bl 2-12 b » ST HFE > 285 T 5 &1 (Teflon
B LBLA BRERY BB ER o
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%4

=% BE2iHh
3.1 Raman sk 3# £ 47

P8 AP F AEE CeTAB+HCI+H,0 %% (B 3-1) £ &
763 ~ 1063 cm™ 35+ A W] 5 5 A& N'(CH;); # CH; & ~ C-C $H4i 0
Bt CHy 4R B35 5 % = (5405 4o » BtOH 14 % 1d Pl 2 2 85 » i
234 £ A 8821050~ 1090 cm™ 285 » A w5 C-C-O # B ~C-O%
FLpE i B ~C-O F $H1E W E4rd 58 5 F1 5 TEOS 4e » F|# % ¥ ¢
SiE-kfiad 2 0 & EtOH " 2y (sol-gel F &)+ @ CsTAB U353 A& %
POEE o Fpt g kA 47 s I eh EtOH (882 cm | MEER I H P

B 5 A& GpIRLEL o

3500

— C16TAB+HC|+H20+EtOH

3000 -

2500 -

2000 -

Intensity

1500 -+

1000 'MWWWW

500

T T T
600 800 1000 1200

Raman shift (cm-1)

B 3-1C\¢TAB kizi% (24 ) &4~ EtOH (=4 ) £ 8 B o

% 3-1 ¥ &£ 8 %3¥ & CcTAB ~ EtOH iRIZL 5L -

. Wavenumber )
species (Cmfl) assignment
763 CHj; rock from N'(CHjs);
C,cTAB
1063 C-C sym. Stretch + CH, wag
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882 C-C-O stretch
EtOH 1050 C-O sym. stretch
1090 C-O asym. stretch

311 kel P2 73

F %4 » HyO : C¢TAB : HCl : TEOS % # +“ &4 %] 5 100 : 0.11 : 2 :

0.176 (HC1 +* &) 5 1) 2yt KB HCL v 2-1.5-1~0.67~0.5>
FoHAFHCIEE Y ER GG &7 258 (1-3/4-1/2~1/3~1/4 Cyar)

17 Sgas1n~S 162514 F o

Intensity
;
[T

700 800 900 1000 1100
Raman shift (cm'l)

B 3-2 £ EMEER2ZHAE  HBER ] Cyq o

12000

WWVW —— 2947(s)

~— AN | —— 2822(5)

10000 —— 2697(s) H
f\/\/\/\/v—\,\/\/\/A\/VM )
—— 2447(s)
W\ﬁw —— 2322(s)
WM A9
8000 «M —— 2072(s)
1997(s) ]
1822(s)

—— 1697(s)
—— 1572(s)

6000
M Ao | — 13229 |
MMM —— 1072(s)

—— 822(s)
/\N\/\—’\/\/u\_/_\/\’-\/w 519

4000 4 322(s)

e~~~ N | — 725) |

\/\\/\’\"/\’V“/\/—/\\"’_"\W\/‘/\/"\/\MM

2000 AM\/\/"\/N\/\'\/\/V\/\/\’\,—V\/\/\/\_/\/\/\_\J\/\/\/

M A A AN e Y

T T T T T
750 800 850 900 950 1000 1050

Intensity

Raman shift (cm™)

B 3-3 & amsdplzdd & kR 12 Cya e
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Intensity

Intensity

¥4 5

Ci6TAB 3t 5Lics3 ]t EtOH 7 < 258 »

P
2% 24

& 98

T B

‘\:v /] él\ﬁ.’- I‘E—"TLW 3 /

)i %%{-Fm'ﬁp—r K§ ’

o~
‘/9\

882 cm

o Sgosg I Sgosqa

BB 4 tE 15 3/4 Cuer ST1 4 B 453 e 0 1946 F B 455
1/2 Ccr (11 3-5) 822 #) B 48 4 » 2679 )34
%5 1/3 Cuci 822 #) B 43 4e 0 2572 F 18 5
CEEE

0B B 4e > 2695 515 5 B

1400 -|
[ ]
1200 |
° )
° 2
1000 -| £
3
° £
800 O . hd
[ ]
® [ ]
600 1 o ° ®
[
400 . . . .
0 500 1000 1500 2000
-1\ =4 2
Bl 3-4 EtOH (882 cm ') 36 /& 2L &5
2200
2000 -|
[ ] LN
°® * ° ® o ® .
1800 - . . ®
[ ] [ ]
hd >
o ° G
1600 -| 5
e °® ° =
1400 4 °
[ ]
1200 -| .
e®o °®
1000 T T T
0 1000 2000 3000 4000
—1\=-4 S
Bl 3-5 EtOH( 882 cm ' )35 /& 21 2

$iLE 882 cem | MELNE

el
Flafate » B RL > F RG> VERIE
"B R EE TR (F

FERE
& 3-2 ~ 3-3

._.,\

b

(;

&Fl ‘l

B 28

3000

&Fm'&pig'{’f »m

Fle iRt AR R EAR (R N)
BT EL A 1/2 Cye
%R fRINA o M-
o (B 3-4~3-5)
Fart 5] 1 Cuc 5 (B 3-4) > PR 219
FoPEas B 882 cm | GUBLEF 4ad 4e 0 T 1156 )P B 458 33 3 EtOH 2
B B33
0 B MdE A

BaiEFr % 1/4 Cyq 820

2800 A

2600 1

2400 1

2200 1

2000 - .

1800 + L]
1600 + °
1400 + ®

12001 ® ®

1000

T T
0] 500 1000

= Bl 1 Cyer»

Time(s)

R
= g

T
1500

T
2000

+ B 3/4 Cyq °

T
2500

2000

1800 1

1600 ]

1400 4 °

1200 4

1000 4

T T
0 1000 2000

= B 1/2 Cyar?

Time(s)

) s
-~ |g
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Intensity

Intensity

PR SR G T B A 1 3/4 Cye E BRIFIR 2k A
1213~ 1/4Cyhey ¥ XRFEE PRI > FlEEER S ¥R TEOS -k
JRECE-Fle ok Rig Y BER e R F O FM L B2 R R R KR

SR RGN § RV ST B SR Ful RN F <0 § EI

312 #% % TEOS & K2 P2 IFT

F B4 > HyO @ Ci4TAB : HCl : TEOS % # ¢ £ %] 5 100 : 0.11 :
0.5:0.176 (TEOS 800 uL ) » *2 TEOS 800 uL £ # 4 ®| #2400 ~ 800 ~
1600 L % &7 vt g0 e 12 ik B 1/4CHe % 8% TEOS e % £ 270k

73 22 N2 7 —
FERE 2387 Synsua~S 160504 F % ©

2400 A
1400
2200 A .
° . .
° °® ° o ®
O g °
L] ° 2000 4 -
1200 - ® > P ®
e _ o % .
L] ° i c
2 1800 q
1= ° o
L L]
1000 * 1600 A .
L]
® [ ]
L ] L] L ] L] bd
e, °,° 00 ® .
800 . . . . . . 1200 ; . . : :
0 500 1000 1500 2000 2500 3000 0 500 1000 1500 2000 2500
® FEtOH882cm™ Time(s) ® EtOH882cm™ Time(s)
1600
[ ]
1400 4 ° .
e
L] [
. ® o
[ ]
L
1200 4 .
[ ]
L
o °
1000 L4
. . . .
0 500 1000 1500 2000

Timels)
B 3-6 EtOH (882 cm ') % A% & X &> = + : TEOS 400 uL -
+ + : TEOS 800 uL > = ™ : TEOS 1600 uL -
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TEOS 400 uL 7 947 #)% & 882 cm ' UBLEF 43 4¢ » ] 2947 )
t55% B mdF A % 5 TEOS 800 uL p¥ & 820 #) EtOH 3 BLFH 423 4¢ -
2695 ) s 5% B a3 H % 5 TEOS 1600 uL P& B 447 F) B 4034 4c 58 B
1822 fyis5a B 'add # % o

VIR REKFR L EE P (Sgosau) ) KEFE R ET U ERT
TEOS 3 4r ~ B4~ 4 EtOH pFF 4%® » TEOS i > ~ PFRFARE 5 F
R E B3 % 20k f3 TEOS 400~ 800~ 1600 uL 4 %] 5 2000 ~ 1875 ~
1375 %) - (® 3-6)

—— TEDS 800-25-1 C,y
0 {—— TEOS B00-25-34 G,
— TEOS 800-25-1M4 C,,,
—— TEDS 1600-25-1M C,,,

—
(]

044

Nermalized Raman Intensity

b 1000 1500 2000 00
Time (s)

] 3-7 EtOH 3 B I 214 $} P ¥ B » TEOS 800 uL ~1~3/4~1/4 Cyq
TEOS 1600 uL ~ 1/4 Cyg; ©

#-9 2% 18 7] EtOH % R 3 5LE .1 (normalize) {5 > { iF ¥ 5 3!
1 Cuci ~ 3/4 Cucr k33 - X B 4p 2 2 % fo 4p % EtOH 58 & B 45 "F K 2
Bim > i = >okfaLm A 4 B EtOH» ¥ #40% 1 Cua 'k 23] 37.7
% ~ 3/4 Cyey K 23] 71.4 % B 42 7% Hip g 8 o

iR 2okjfae 4 TEOS £ » % 4 % EtOH % o) » 4 TEOS 3 4«
€okfzr k527 (TEOS #fF 3] HCI 4% ¢ 3 4c ) » Tt 32 & 1
+ TEOS 1600 uL +* 800 uL 55 & 13- 3% 5 o (B 3-7)
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Normalized Raman Intensity

12

1.0 A

0.8 1

0.6

0.4 4

0.2 4

3.1.3Raman k# x & & 7iF 3¢

:z % TEOS ~ HCI if i #7p| 3= & # 4 F ficdp > X > K fE > 4250

(% 3-1) Fi# & ¥ #ic (rate constant, ky) 1“2 o
=Si— OBt + H,0—% > =Si—-OH + EtOH (3
B3l F R EE
d[Si — OEt]/dt = —k,,[Si — OEt][H,0] (5

B -RER D %

[Si— OEt], =[Si— OEt]jexp( — k,[H,0],)  (5*
TEOS -k 4427 Si—OEt & EtOH M #%4c :

[Si — OEt], = 4 TEOS], —[EtOH], (5
33034 EHF LT

[EtOH],
[EtOH]

(3

In(1- ) =—ky[H,0],(t - 1,)

max

3-1)

L 3-2)

3-3)

3-4)

3-5)

BB E T BtOH 53 B 2UEE T 201 3 ~ 58 3.5 F— s ent 2 (B

3-8) -

0.5

0.0 4

-0.5 A

-1.0 A

-1.5 A

In(1-(EtOH{/EtOH__))

-2.0 A

-2.5

T T
1400 1600

Time(s)

T T T T T T
1500 2000 2500 600 800 1000 1200

Time(s)

T T
500 1000

T T T
1800 2000 2200

Bl 3-8 i£i* % TEOS 800 uL ~ 1/4 Cyey > = B 2 822 cm ' 1 jp|20 55

MY LB R s B In(1-(BtOH/EtOH, ) ) % P 7 24 o
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3032 BIERT A2 ky kPR Sk o

TEOS 800 L ke (s7h) t0) ttma)
S g25.1 - 196 1156

S §25.3/4 - 571 1946

S 525112 1.03x107" 822 2697

S 82513 9.1x10°? 822 2572

S 82514 8.95x10 2 820 2695
TEOS 400 2 L ki (s™') to) timay
S 42514 9.0x102 947 2947
TEOS 1600 ¢ L ki (s7') to) timay
S 16-25-1/4 9.7x10* 447 1822

5% S5t > Sgosas B F I BtOH % 2 KR8 » &% P FE T
FBcE 0 FI 1 ~3/4 Cyar 22 kg ? 7~ v i o
%327 e b KRB 12 1/3~ 1/4 Cye > % 3 TEOS -k f2
RERR R B YR N1 K R 5% 1 (kg #€_1.03x10 %5 1 8.95x10 °s ')
g m >R RkIEE B (1/4 Cy) HiR™ o 2% TEOS (S 40514 ~
S 1625-14 ) K fRiEAZY TEOS k& 3 4> 22 HCl A% E-2 4 2+ 2 4>
Fpt § TEOS Jk B K 4c § & & i 5 4c B (hy 16.8.95%107% # 3
9.7x10 *s ') o
sc s HCl &2 TEOS kB 718 Dl enk Joid 5 8224 4p B - 8 4
B¢ Hench # < 19l i ig o dieid & & 1 S 22 493 (9.1x 10*2 s
Y okfEA TR “global Yk 2t B oK R erEe s B H
(45 163% TEOS -k f#¢ % d  EtOH ¥ § - B & e & ) e e § 2 g
FFLBE 10T F kA4 % TEOS Kj% » F Jls i $5t— 5 F &
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3.2 GISAXS & 7

321 F - fo b2 if i E S £
GISAXS i & B2 K f23| 5 -% o 25+ MCM-41 & %2 4

gogigi2 s w7 TEOS E&R (Soasa~Sas1)  fakR (S a5~
S 320s504) > ®AE (Sa251~Ssss1) HO: C¢TAB : HCl : TEOS % §
L"%Ffl:& 100 : 0.11 : 0.5~2 :0.044~0.704 - ( % 2-2)

SR BRI SN E R B dE A R {8 4 2 TEOS 0 MEE R
- BETRDGREIIFIRE R B E PR IRIL O IS
F (7 Teflon ] » = 5+ 0] 100x100 mm” ~ 7£ & % 0.7 mm) > &
MEFEATF R TED? 285 (B2-12) @ * RIERE 5 A7
R 7JF # §§ 5+ ¢ = (National Synchrotron Radiation Research Center )
GISAXS k%> P2 EAZM 60 F)fc— 5B/ > Td + FHdpdfif LR
g1t (F39)

B 3-9 B = : GISAXS &% % TEOS 800 35°C 1 Cyci FF 7 4
4080 F) 5 B+ P T Q=0 Q4 F i fiaj -
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i

BB-10 25 = MCM-41 3%t 2% I+ & & T 47 GISAXS -

Bl 3-10 % # &% Ssosq 75> MCM-41 = & & 3£ 5] > p Rk 3
%o (a) FHEaEEET R~ (b) 5 -2 90°RE (¢) 22 H#&
T BY 2R A T RAFEY T LR B (a) (b) 7 = F
L5~ (c) FREZRIIMESE NG st d GISAXS BV #7
C\TAB/TEOS & "+ H § 51 (single-crystal-like) > s Bl % = = &
e 3] AR G e 2y R e T T oo

hiE*t e ® 5 I0KeV~ E /S 02mm~ » 84 B 5 0.15° &4k
ST ORI RBEEAE S 1.37m (B 2-9) 0 @R ® 5 2-D gas detector (200
x200mm’) BRIk b F RAH T o T ORI Fop gl o B
B E BT B 152 MCM-41 & jjk i 5

A7 BRGISAXS #7 % R 2D Bl ik (B 3-11) “rT¥ B3 i & 4 &

B 434 3 finduction phase ) » ( R e S ldmellar

packing ) » Rk 3> 4§ A 4p #lagnellar to hexagonal phase )
%%ﬁ%i&ﬁwﬁi%iiﬁﬁﬁﬂﬁ:&%%ﬁﬂ’ﬁ%ﬂ
Wi M Q ERE (d RFIPHITR L) X3 P R LE D

oo 257 UwmP I % CTAB 72 22 TEOS R & ¢ > B -

R m ¢ %K ¢ % (without ordering packing ) -
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Q; (A1)

Q; (A1)

-0 -0 0.1 2z 0.2 0.1 ﬂ.l] oA oz

xy(A")
gj 3 11 d GISAXS lé /PJ 2 #El [l I'z""
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3228 R i &3

FIss f - wm ® CTAB/TEOS /&%2 & 4 & »H,0: C\(TAB :
HCI:TEOS % f** 5 100:0.11:2:0.176° 3% B # & ™ Sgas1~S g.55.1
GISAXS L& T8 S 2 ¥ % 5 hexagonal 51 (isotropic phase to
hexagonal phase ) > ¥ 25°C v* #> J§ & 3 #c ¥ E $&v% iF lamellar 4p 22 2

= hexagonal 4p °

B 3-12 GISAXS B3 - £ @ TEOS 800 uL-25°C-1 Cyqy °

@] 3-13 GISAXS B3 - £ @ TEOS 800 uL -35°C-1 Cycy °

B 3-14 GISAXS B3 - £ : TEOS 800 uL -45°C-1 Cycy °
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B 3-15 GISAXS Bl » i 2 @ TEOS 800 uL -55°C-1 Cycy °
& S gasa~Sgss H Se i & B {8 2 & hexagonal B H 22 S5, 1
ﬁ‘l ’ E,?,“ii' E'BB S 1‘#— E'B ’F\:z" # gtaaa ’Eg = ’J‘ "FK;’*E*F# #B i o

Hexagonal phase

35
e 457
e ﬁﬁt‘,

Lamellar phase 2

Isotropic phase

0 | 1[II[II] ZUII.'II] 3[II.1II] 4000
time(s)
B13-16 % kBT SR /o2 i o

ERRSL SR uﬁ““@<@3w>ww—p%cmg@@

lamellar 4p £ 2} = hexagonal 4p > 3 v J§ & B ",%"3 ® #75= hexagonal 4p
R R P o

PR R E 2 9riF B] GISAXS 235 (02) % lamellar + hexagonal

40 >(11)~(20) % hexagonal et 8LA % bk i B dc i 5 ¥ ficdf 31

# * Avrami — Erofe’ev & #2;% & .48 n &7 k @49,
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Intensity

2.4

2.2 A

2.0 A

1.8 A

1.6 A

1.4 A

1.2 A

1.0 A

0.8 4

0.6 ——

Avrami — Erofe’ev = #%;% :

_ 1@
a(t)= I,,, (max) 36)
a =1-exp[—(k(t-1,))"] 3-7)

D36 % dka A FBER ()5 PR EMEE 2

Ihkl(max)ﬂ%fdéiﬁ» f%ﬁx"‘ B, o537 %LL\%CZ‘ EY EI?%F,ZP%"TL S

Bink BRI 2ZFE sn o F el k@ 5§ 8 BFH2ZHKE
i# * Sharp — Hancock (In [-In(1- )] # In (Time)) B % 77 2 ¥ {8 3| -

A% (B 3-17) -

° [ ]
e .0.0. e ”®
[ °
» °
o o
»
o
[ N J
[ ]
[ ]
S
[ ]
)
o
< O
° "'ﬁo.'o:o % 0*
0 1000 2000 3000 4000
Time(s)

Ln(-Ln(1-a))

Ln(t-t0)

B 3-17 i 5 TEOS 800 uL -35°C-1 Cyer - (11)30 5L B 2% > = B 5 2

B 2o A 22 PR B 0 + B 5 Sharp — Hancock % 77 i °

B 3-17 % Sgasq o 6]F > 445 (11) #st8nE 5 150~k & 3
7.93x10 47! B-H e R A A B R (02)(11)~(20) =k

BB I £ 33 .

- 48 -

(

Fu

(

Fu



£33 RERLF sl @ F KLY G

GISAXS (02) (11) (20)

TEOS (800xL) n k(sh n k(s™h n k(sh
S 8251 131 532x10* 154 681x10* 153 5.82x10*
S 8.35-1 150 1.46x107° 150 7.93x10* 156 1.00x10°
S 84s-1 152 1.68x107° 158 1.50x10° 158 1.96x10°
S 8551 156 1.75x107° 155 1.73x107° 158 245x10°

L33 A EAIE R s 15~ L6 - b F R
Py RS B3R (20)(11) hexagonal 8431 5L k B4 F 8
BH 4o if ¥ oAk 4 (5.82x10 s Hi4e 1 2.45%x10 s~ 6.81x10
gl B4 2 1.73x10 s ') o
(02) ¥+ 4 25 & % lamellar + hexagonal 355 > & &
532x107%s™ > @ 35~55 Befi it 4 % lamellar 4p (B 3—15) B
% hexagonal UL » & & ¥ #i&_1.46x10 °s ' H 4 T 1.75x10°°
#? Sgosq 2 EBEEBFFEIE T RFEARIELN IR
(lamellar phase to hexagonal phase ) #7858 » ¢ (02) ¥ 8. &
B (AR - S e R E ) o

323TEOSk & & F5 R

F &% HyO: CTAB: HCl £ ¢ 5 100 : 0.11 : 2> if 2 4% &
S 2251~ S 3005 > FEIR & 25°C 0 4£3F TEOS Jk & # 4c (200 ~ 800 -
3200 uL > & § v 0.044 : 0.176 : 0.704 ) g j=2 B 5 > 2 TEOS 800
UL f s B > FOER R S 48 (3200ul) > % G I P ERE
5% lamellar 4p #-3# DI & 240 F5 0 20 18 B 4> lamellar 4p & 5% =
hexagonal 4p ( ] 3-18 ~ 3-19) -
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B 3-18 GISAXS Bl » i 2 @ TEOS 200 uL -25°C-1 Cycy °

B 3-19 GISAXS B3 - £ ¢ @ TEOS 3200 uL -25°C-1 Cyc °

TEOS kA& "% 1< 4 & (200 uL) > PFR_F 4454 3 8800 F) » f4 R
PAPE R N Fhd e TEOS IR A » 4 o S SR AR A H 4o
AARERE LT % -

Hexagonal phase
e TE 1% 2010

m—— TE S 00
g TE O S 3200

Lamellar phase

Isotropic phase
i mm EI'I:;H 3“;“ miuo
time(s)

E‘] 3'20 7 kl%fi_r’ﬁﬁ;érfi—i%ib .
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7 bk R BT i T pE R L (8] 3-20 )0 — B oK e 4p 54 lamellar
#p £ 75 = hexagonal 4p » BT F FIER @ 2% > F B REk R B
Com BB e
i# * Avrami— Erofe’ev = #2358 (3% 3-6~3-7) & 8] & F S 5551~ S g5y
S s 2 (02)~(11)~(20) HebtBh2 F id 52238 5 F fic > SLfE
% 3-4 o

% 3-4 % TEOS B R vk Jplalic ~ 1 5 W Bz B 1% o

GISAXS (02) (11) (20)
TEOS (uL) n k(sh n k(s™h n k(sh

S 2251 133 1.06x10* 154 128x10* 154 1.01x107*

S 8251 131 532x10* 155 6.80x10* 153 5.82x10°*

S 32951 139 226x10° 153 193x10° 150 8.63x10°*

% 34+ Fi —F:] Fln iE A& (02) ¥E5+2L (lamellar + hexagonal ) ¥
13~14 8 Fp > A (11)~(20) 385+ 8 (hexagonal ) n & & 1.5~ 1.6
FRN S kiEgitd oy g TEOS ERE A (11) ¥Esdn g8 1.28x10
s A4 1.93x10 7057 0 (20) HEst3U B 1.01x10 s B 4 X
8.63x10 *s™' -

TEOS Jk & st % » & {é 2 = 48 F hexagonal #p » F]#* (11)~(20)
ik ST A 0 (02) ¥E542E% T lamellar B35 > Tt @B €
B ¥ et ¢ (02) 8BS B _1.06x10 Y s M 4e 1 2.26x10

-3 Sfl ,

(02)~(11)~(20) AH =fk R FIRT > TEOS 4e » 4% % >
KIRF ALY S fodp § BT L FRRE F oo Tl 5K BAER
B 4v i B o
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324 % I Eadrr b2 B

F 2% HZiE * HyO: C\4TAB: TEOS X £+ % 100:0.11:0.704 >
pH -] >0 1 353 245 Soas1~Sappsqe > HCLE F - 2115
0.5 CER 1~3/4~1/4Cyc) 2 BF > J i MR P S %8
B> F10t R &4 TEOS k& #§4r 4 % (32004L) > #+4 # % TEOS ik
B R A A, N 5E AR B GISAXS 9235 (insitu) & BRI b -

S 32051~ S 320534 (B 3-19 ~ 3-21) #74 & lamellar 4p t g+ » 3/4
Cuc) P Bp2E 237 5 > Jn F1H_CsTAB 3% P Bat &) "% M - FlHLpc e 4
Nkom R HER > 22 TEOS % 2 2% dF 7 fie » Tl % Mt 6] 'E 4%

5o ko R ATt B AR PIAR

B 3-21 GISAXS B3 » % 2 : TEOS 3200 uL -25°C-3/4 Cyc °

Fak B X (1/4 Cuc) ¥ » GISAXS B} LB 5378 7S (B
3-22)2 i1 F 454 lamellar 4p @ .45 d g £ nematic 4p #& % = hexagonal
i (2d ma)

B 3-22 GISAXS B3 » % 2 : TEOS 3200 uL -25°C-1/4 Cyc °

-52 -



i %5 1/4 Cyc ¥ o PFRF 26000 #) 2. {4 B 4> ) 3R nematic 4p ( nematic

2

phase to hexagonal phase ) > @ j%£_nematic 1p #& % =¢ hexagonal p 3 4 &

};;/:’30000#/'/‘0 "é’_i/!: Q%\i_} @E,\;EEK, JJ-m ’MTAG\'E};E];%
ERal S RNy AR o~ Bkt o APt W LR T AL
2 Ao

Hexagonal phase

aln 1 Cn-
— 3/ G
e FL l'_-_-_'|

Lamellar phase

Isotropic phase

o 1e+1 1e+? 1e+] Tesd 1e+§
time(s)
323 2 HClLER T &R T2 it o

7 HClLE R & i s pr v fie (18] 3-23) 0 1~ 3/4 Cyey — B 4008
Mz 4p (38 lamellar 4p £ 25 = hexagonal 48 > 1/4 Cyci € £ %548 nematic
Ap @ (9% iF lamellar 4p ) £ 25 = hexagonal 4p °

;% 3-6~3-7 2. Avrami — Erofe’ev & #23% 4 %] & K S 30051 ~ S 320514
2 (02)~(11)~(20) Sebd B2 F fpid & 213d % F Hic » B3 & 4-5 o

% 3-5 xR HCLE R &2 F lolotic > i 5 % ez B 1% o

GISAXS (02) (11) (20)
TEOS(3200 L) n k(sh n k(s™h n k(sh

S 32.25.1 138 226x10° 153 193x10° 150 8.63x10*

S 322534 132 548x10* 151 1.15x10° 151 8.60x10°*

S 32.25.1/4 144 9.06x10°* 152 441x10* 157 556x10*
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£ 35327 on g (02) B 13~152 F>(11):(20)
nEHFEFEAN15~1.6 2 F kB o s HCL K & KOk 3] A
nlf (02) 2MELH 22610 s ' 9.06x10 *s ' o (11) 2 BEfE_
1.93x10 s ' 3 441x10 s '(20)2n 5 /% 8.63x10 *s ' 2 5.56x 10

4l

HCLE B " ¢ (3/4 Cyer) > (11)~(20) 282 k wipiT (B2
R~ BRAPRE ) (02) MEF)Z X TIMATFRPEE FINKkEE
i3 1 Cyor~ 1/4 Cyo1 22 B 5 e Mk B F (1/4 Cye) Fl 2 BIEF e o
& &% _nematic 4p ¥ & 5 hexagonal 4p > F]pt A& (11)~(20) gLt

T R e

3.25domain size & 7
5% & = CsTAB/TEOS &% > d GISAXS & % #71 ip] 2D Bl ¥
¥ * 2 3% (Debye—Scherrer equation ) 3* % )= hexagonal % 5
domain size ; B B4Es4E R 0T E Kk p 3t L RF (strain) ~ 4 5
(faulting) ™ % f3 < ] (crystal domain size ) > % 3K & 5L@ 25

strain 2 faulting p% > P20 5% cn % B #2588 %)% 2 & K p " domain sizee
Debye — Scherrer equation :

K-2
p-cosd
B % %¥ s B D domainsize ~ K F & (0.9)~A: X k£ (10

KeV)-p: ¥4 L 3 % ~cosf: ¥t d B o

D:

& 3.8)
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B 3-24 GISAXS B3 » w2~ (10) angle 60° ¥ vertical (02) % & i
B0 4 B4 o

B 3-24 ¢ B~& 8 F|§_(02) % lamellar + hexagonal = £ 55
(10) % hexagonal = £ 3L » 157 2L A W] & lamellar hexagonal
PO BRIEL o Tt s (02)~(10) B LR A FXE, A (10)
EE T 60° B_F] A » Bk g B R Gk | ¢ o BE (beam center) 4
B (01) MELFIZ o RER € R R EA LRI FP g 4
# % (beamstop) F# 1k k2L #7112 (01) %@ 2 pliE o

L pE R LT R BE (18] 3-25) # % Peack Fit #2:% fid 4 47 L 3
% (FWHM) & » £ &1L 5 5% » Debye—Scherrer 2 ;¢ (3¢
3-8) F% domain size #E °

23] %8s e % B ~ FWHM ~ domain size 4 %] 27 o @) (@)
3-26) 15 5 TEOS 800 uL -35°C-1 Cycy » & B %1 % °
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Lt
beu i
) I
Ly —
. } |
£ E [ 1
= -
- = |
oS [ - - L - | | |1
— M, i |
", e | ‘ |
S, o A
™
. o et ) A L PPN N B
L
am 1M [<EF] [ 2T} (] () [LF &
- K| |
2 A7) AT

v

Bl 3-25 ~ 5 5 % B (10) angle 60° ~ = B vertical (02) H - B
o R RHEQEMRB ¢ MELEZ R TLME -

1000 A © 10 angel 60(I)

odpooooooo%ooa ® 02()

100 - ]

Intensity
o
.\

...
1 | SRESRERSREE33R0R00T0ee
0.025
A 10angel60-FWHM
0.020 - A 02-FWHM
Tf\ 0.015 A A
A A
°\<_, 0.010 A T DNAMANMNNANANABNBN p o p A spp "
Q\) 0.005 = M‘A‘AAAAAAAAAAAAAAAAAAAAAAAAAAAAAAAAAAAAA
0.000 1 AAAAAAAAAAAAAAAAAAAAAAAA
5000
9 10angel60-D
4000 - e 02D
3000 A M‘W“‘M
< o
<~ 2000 - o
S
2 1o & o000
0 H<XXXAXRERXKKKIO
0 1000 2000 3000 4000

Time(s)
B 3-26 GISAXS Bl - i% 2 5 TEOS 800 uL -35°C-1 Cycy * 4 5|

(10)angle 60° ~ vertical (02) 2_ 33 & ~ X 3 % (FWHM )~ 3+ & domain
size & % ¥ pF I G o
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B¢ 7R F(10) 4 1300 £) B 4o 3 4c 56 & - FWHM B 45/_0.013
A~ it ) 1 0.005 A" domain size R 25 3233 A A5 2 4£ %5 (02)
% R 22 (10) #1400 ) B 424 40 » FWHM $ 15 & 0.009 A~ ~ domain
size 3F & 847.67 A o
%% FWHM 85 s BLR AP 310 % 452 B4 71
M?- AR B 12500 s e R A SR AR
& A 2. MCM-41 &% #-H A ix 2 2222 5 (10) angle 60° 22 vertical
(02) A wsita £ $3-6-3-7¢ o
% 3-6 4¥£5+2k (10) domain size

TEOS (800 uL) Intensity FWHM (A"  domain size (A)
S 8251 88.05 4.54x107° 4736.4
S g35-1 628.47 6.56x10° 3233.3
S g45-1 657.53 6.45x10°° 3445.2
S §.55.1 611.02 6.25x107° 3219.3
Temperature 25 Intensity FWHM (A1) domain size (A)
S 2251 477.44 9.14x10°° 3555.5
S g.25.1 88.05 4.54%10°° 4736.4
S 32951 54.71 6.19x107° 4810
pH (3200 L) Intensity FWHM (A™")  domain size (A)
S 32251 54.70 6.19x10°° 4810
S 32-25.3/4 157.30 471%x10°° 4559
S 3225-1/4 1303.12 8.67x10° 3550.2

% 3-6 ¥ ¥ 5 3| (10) domain size # F] & 3200 ~4900 A 2_ 7 » j&_
B fi b %5 - hexagonal = & UHL¥ R £ 4 %] ¢ isotropic phase to
hexagonal phase (% § & 35~55C ) # domainsize # [ & 3100 ~
3500 A ; lamellar phase to hexagonal phase ( #< % TEOS & & 200 ~ 800
3200 uL ~ 1 ~ 3/4 Cyey) 2 domain size gjv B & 3500 ~ 4900 A ; nematic
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to hexagonal # /% (1/4 Cye) ¥ domainsize % 35502 A -
d o bR e Eﬁéﬁ”” Y348k (10) domainsize ~ /| £ B & 4] A
lamellar to hexagonal > nematic to hexagonal > isotropic to

hexagonal °

% 3-7 4¥5+gk (02) domain size

TEOS (800 pL) Intensity FWHM (A™")  domain size (&)
S g25.1 151.75 9.44x10° 1426.9
S g35.1 41.10 1.42x10°2 847.7
S g4s-1 23.11 2.67x10°2 787.4
S g.55.1 21.58 1.85x10 2 1461.4
Temperature 25 Intensity FWHM (A™")  domain size (&)
S 2251 21.67 1.16x10 2 785.7
S §.25-1 151.75 9.44x10°° 1426.9
S 3.25.1 641.01 6.70x10°° 1387.8
pH (3200 pL) Intensity FWHM (A™) domain size (A)
S 3.25.1 641.03 6.70X10°° 1387.8
S 32.25.3/4 293.10 9.74%10° 1317.1
S 32.25.1/4 53.29 1.05%10°* 892.9

% 3-7 ¢ (02) domain size §# B f& 700 ~ 1500 A 2 & » ji g =+
j"F:] » hexagonal = & 20 3L ¥ R EL /S 4 5] © isotropic to hexagonal ( &
%8 & 35~55C) domain size # B % 800 ~ 1500 A ; lamellar to
hexagonal ( #x% TEOS Jk & 200 ~ 800 ~ 3200 uL ~ 1 Cycy ~ 3/4 Cycr)

# domain size # B & 700 ~ 1500 A ; nematic to hexagonal § /= (1/4

Chcy) 2 domain size % 892.96 A -

=R 'ﬁ: (02) domain size * |- £ 4 &| % : lamellar to hexagonal
> isotropic to hexagonal > nematic to hexagonal » 22 % 4-6 32 % ¥t P& >
e %1% 02 2 3. %_lamellar + hexagonal 2 55 » F] b & 2 22 (10) V- iz o
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3.26 FL&iFE

o GISAXS 447 F -3 ik 2 Sesf B = § (Qyy, Q) F3s

d 3% (01) SE542h4% beamstop 3 A > ¥ — * v 5 HAE A - 7]

lll‘/)z’ﬁ L‘)‘L‘f\:}‘ﬂ (1’\38>
% 3-8 GISAXS & ¥Esd 2L =% (Qy,Q,) 2 A ff o
TEOS (800 pL) (02) (03) (10) (11) (12) (20) 21)
S 8251 (0,028) (0,0.43) ( 0.12,007) ( 0.12,021) ( 0.12,035) ( 0.250.14) ( 0.25,0.28)
S 8351 (0,028) (0,0.43) ( 0.12,007) ( 0.12,021) ( 0.12,035) ( 0.24,0.14) ( 0.24,0.28)
S 845.1 (0,0.28) (0,0.42) ( 0.12,0.07) ( 0.12,0.21) ( 0.12,0.34) ( 0.24,0.14) ( 0.24,0.28)
S g55.1 (0,028) (0,0.42) ( 0.12,0.07) ( 0.121,021) ( 0.12,0.35) ( 0.24,0.14) ( 0.24,0.28)
Temperature 25 (02) (03) (10) (11) (12) (20) 21
S 5251 (0,028) (0,0.42) ( 0.12,007) ( 0.12,021) ( 0.12,035) ( 0.24,0.14) ( 0.24,0.28)
S g25.1 0,028) (0,043) ( 0.12,0.07) ( 0.12,021) ( 0.12,035) ( 0.24,0.14) ( 0.24,0.28)
S 32.25.1 (0,0.29) (0,0.44) ( 0.12,0.07) ( 0.13,0.22) ( 0.13,0.37) 0.26,0.15) ( 0.26,0.29)
TEOS(3200 uL)  (02) (03) (10) (11) (12) (20) Q1)
S 32.25.1 (0,0.29) (0,0.44) ( 0.13,0.07) ( 0.13,0.22) ( 0.13,0.37) 0.26,0.15) ( 0.26,0.29)
S 3225314 (0,0.29) (0,0.44) ( 0.13,0.07) ( 0.13,0.22) ( 0.13,0.37) 0.26,0.15) ( 0.26,0.29)
S 32.25.1/4 (0,0.28) (0,0.42) ( 0.12,0.07) ( 0.12,0.21) ( 0.12,0.35) 0.24,0.14) ( 0.24,0.28)

¢ HESTRE(02) 3 5L B 2(0,0.28~0.29)5(03)315.(0,0.42
~044);(10) =5 (—0.12~ —0.13,0.7); (11) 2% (—0.12~ —
0.13,021~022);(12) 3% (—0.12~ —0.13,0.34~0.37); (20)
ME(—0.24~ —0.26,0.14~0.15);(21 )z 5.( —024 ~ —0.26,0.28

~0.29)

SR AT R MRS v BT R (4
3-8) 0 F K A Pﬁﬁ-}i:}fﬁ’gi—'ﬁ’?ﬁt"ﬁ" % 3w (B 3-10) Fp+
B LRGSR AR & S AP ST R ke
#> M domain size %Eﬁﬁ*?i3000~SOOOAiF§( it 3.2.5 F & )e
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% 3-9

GISAXS (02) (11) (20)
TEOS(800 L) n k(s n k(™ n k(s Path
S g25.1 131 5.32x10% 154 681x10°* 153 582x10*  lamellar to hexagonal
S g35.1 150 1.46x10° 150 7.93x10% 156 1.00x10°° isotropic to hexagonal
S g45-1 1.52 1.68X% 1073 1.58 1.50x% 107 1.58 1.96x10° isotropic to hexagonal
S 8551 1.56 1.75% 1073 155 1.73%x 107 1.58 245X 103 isotropic to hexagonal
GISAXS (02) (11) (20)
Temperature 25 n k(s n k(™ n k(s Path
S 2251 133 1.06x10* 154 128x10°* 154 1.01x10* lamellar to hexagonal
S g05.1 1.31 5.32X% 10°* 1.55 6.80x% 10°* 1.53 5.82X% 10°* lamellar to hexagonal
S 3005.1 1.39 2.26X 103 1.53 1.93x% 103 1.50 8.63X 10°* lamellar to hexagonal
GISAXS (02) (11) (20)
TEOS(3200 pL) n k(sh n k(s™h n k(sh Path
S 32.25.1 138 226x10° 153 193x10° 150 8.63x10*  lamellar to hexagonal
S 322534 132 548x10% 151 1.15x107° 151 8.60x10*  lamellar to hexagonal
S 300514 144 9.06X 10°* 1.52 441X 10°* 1.57 5.56X 10°* nematic to hexagonal

#-h 3-33-453-5

% hexagonal ZUEL > d *NE B BLEF Rk 5 oo

NEIE R e A 4o OB R 4 K

(s ot i (£03-9) 0 (11)~(20)

F] L é'_gifi&m_f}i ¢k iE

Bz Y 72 (1/4 Cya )R] € 7 I %% lamellar to hexagonal > @

Rk B

@1@6

82 (322% )0

E~ 3 4v> iz ¥] nematic to hexagonal

=% TEOS

FA e Y B n=1~23-82 9 F L n=2~35"
fr A E - n=3~4i283>p2LoanEgi 1.5(3 v (02)
WEL) FHBZ AT A BRSPS - s e A E 02
d#R R -2 e X E O3 ROV APEF N A e R E o

- HfHRE 0 EA o AP REREF D e A AR
3 R R KRR T A RS E DY LS LR

# 5 (4p FHfire 3243 & hexagonal s 5 ) M- 2 % L& o
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%"*\«;‘;—\‘7)}%[49]&;‘%;‘{%“‘ L 33x10 st AR A Men

5o RFILATIF R m B el R i S ¥ o Bt g0
Q}Ekﬂtfﬁ_}%-@ °

B
DY ERPSE RS T LS 2% (Arrhenius
equation) “rif K pd FhFlE G F bR % # ¥ Ko
PEF R ERE > Flt e i@ 50 #io
Fexh &4 > 4238 (Arrhenius equation )

Ea
k=A-e X (3-9)
#3815 17 5
1nk=—ﬂ+1n/1 ...................... (5% 3-10)

P REEFEF8¥#(8314JK "mol ") E, % 7% 1 # (activation
energy )~ A G ALIEF]F o Ink PR EEc 1/ T (£ > 7 07 D] - 0k
#Hlx i —E,/R>#FE:EZ InAE 2 o d P2 fr Vil 499 5%k 2
5 25~55 HEstEE 11z kK EF » 5% 3-10 @ (B 3-27) » 8%
% $18 E,=2794kImol ' ~ A=50.615s '
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-7.6 T T T
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1T (K)
B 3-27 GISAXS sz %8 & (25~55 ) Ink ¥ 1/T tAM -
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2 & R FE AR ¢ TEOS
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(35~55C) > € GISAXS ¥ P & ¢ 3
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EE NI
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B 434 v > @ domain size /i % 300 ~500 nm 2 & > H AR iE EEFE B
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3.3 SAXS & 4%

SAXS RZEA 177 » Fla st A Hdt Fpt 82 FF 2-F o &
e K PR Aia e ¢ TEOS k218 St 12 R okipe
TEOS (800 ~ 3200 uL) ~ fek B (1 Cpe) ~ 38 R (25~60 )
H,0 : C;¢TAB : HCl: TEOS X f +* 5 100:0.11:2:0.176 ~0.704 ( %

2-2) 0 A 8RS g5~ S 30601 FF AR 3T ©

B 3-30 SAXS Bl:¥ » £ % : TEOS 800 uL -45°C-1 Cyci > = Bl © ¥
- PR 2 SAXS Bl » -+ B - SAXS#H 4 5 o

wRAY CBL QE=0FFHFAL; (ZBLIRNE) »jgF4 H
Bl¥ BT F - Baeokfddy TR A5LA 2 2 P RH BT 8
HIR o

BlP Q@23 Mt 0.14-028 A" (£ B) > %% GISAXS Bz
P(01) ~ (02) 355 4pl Q B > Sgosq EE Y (11) 3B+ 353 >
T 1 S o5 A 15 5 A 5 d 3 02 38L& 7 lamellar 4p 2 hexagonal

AR EL > F)pt SAXS A5 ¢ mE P AN o
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Bl 3-31 2477 f— Bdni4e > TEOS 2 # R M &3¢ 7 3 ik
e Al R s (e ) o Hedpigd o e SE & (curve fitting) o
AT AR N S5 33AE R G RA T - BALF
HpicPe Jiie 0 4e » TEOS 16 B4 r B sx e s A2 £ & ## ()
H4ve > R pcie A B RFRE o F R FlE e LR ERE -

SAXS & R #7 i pleh (01) MEbdBhA %€ * Avrami—

Erofe’ev = 425% # s ofic® i 5 ¥ #df st - (% 3-11)

% 3-10 SAXS A7z %8 B (01 )52 F Rt~ X #ich %o
: TEOS 800 ~ % + : 3200 uL -

SAXS (01) SAXS (01)
TEOS (800 L) n k(s'') |TEOS (3200 uL) n k(s h
S 8251 1.57  1.46x10°° S 330-1 156 1.42x10°°
S g35.1 1.54  5.59x10°* S 32.40.1 157 2.24x10°°
S g45.1 157  6.90x10°* S 37-50-1 150 2.60x10°°
S g.55-1 151 9.38x10°* S 32601 156  3.20x10°°
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