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Preparation and Characterizations of Photo-curable
Montmorillonites-Epoxy Nanocomposites

Student: Shu-Ping Huang Advisor: Dr. Tsung-Eong Hsieh

Department of Materials Science and Engineering

National Chaio-Tung University

Abstract

Two different types of quaternary alkylammonium salts, hexadecyl
trimethylammonium cation (HDTMA) and [2-(methacyloyloxy)ethyl]
trimethylammonium cation (MAOTMA), were adopted to modify montmorillonite
(MMT) in order to prepare the epoxy/MMT nanaocomposites. Planetary ball mill was
also adopted to disperse the organically:medified MMT in polymer matrix. The
influence of quaternary alkylammonium Salt-type, zirconium (Zr) beads size on the
morphology, thermal stability, -adhesion and-transmittance of nanocomposites were
investigated accordingly.

X-ray diffraction (XRD) indicated.theinterplanar spacing of MMT increases
from 1.18 nm respectively to 1.90 nm (by HDTMA) and 1.39 nm (by MAOTMA).
ICP-MASS analysis revealed the Na* ions on MMT lamella are almost all exchanged
by the modification agents. XRD analysis also indicated that the planetary ball mill
provides a superior dispersion effect of modified MMTSs in epoxy in comparison with
conventional ultrasonic vibration/magnetic stirring method.

Since the MAOTMA may join the polymerization of epoxy, it implied a nearly
exfoliated MMT structure in epoxy and consequently improved the dimension
stability and thermal stability of nanocomposite samples. The HDTMA-modified
MMT did not react with epoxy resin; it implied a mixture of partly intercalated, partly
exfoliated MMTs in epoxy and a slightly inferior improvement on dimension stability.
Formation of nanaocomposites affected the adhesion and transmittance of epoxy,

nevertheless, no severe damage occurred.



Planetary ball mill using Zr beads sizes of 0.5 or 2 mm provided satisfied
dispersion effect, however better improvements were obtained in dispersed structure
and dimension stability via the 0.5-mm bead milling. Though a better thermal stability
improvement was obtained by the 2-mm bead milling, the 0.5-mm bead milling is the

choice for a better overall improvement on physical properties and microstructure of

nanocomposites.



i

RSPAR R (150 % PORATE R MRS 5 PR g
o AEEOREEREL S % RO AR, SR
PSR S 1 I - 7 -

R BADZ S BOER BUT A
AL R I S I ERLS & T RS ] ¢ %
B [ B L SR ORI I O B
SRR -

BB RS 1% P S SR L O LA

BB [0 S R VR ] S SR U TR R

—_

BRI [ 0 BB PG O~ 2 LS SR > BB L

#_K\

‘i

\F[ #)

R PSP A SR  EHE 0 A I ()
JEE YA e pUE S

MRS ~ I reik fOR =R o U PITARGE B
U2 BBERKEY| - P2 FL - FARER  BRCFR - FEEFS Y
BRI BRISER - R - BT HEPR gyl KD 2

IR~ SIS R (S ST ey e Y

2
iy
3
£
H‘lﬁl
W
S
a



AT AR R S R PR RT IR - DU W P HIH S
R U VR SPRESEPEOEFEERH - ) " T SRR HI Sk
9 -

BB « [P~ R SO AR R A A F e
Rl §iy 5 R -

CEERIEEE N DA R & BT S o A Sl
RO B -

RV I Y RAATTRIZ IS Y © R ES A S AT R



TR T i I
TR FHIT oo ssessesss s Il
LT e e v
F TR s VI
[T E TR VIl
T T X
5y Ta{l 1?F—Fu ....................................................................................................... 1
DY VTR s 4
1R oSO 4
K OSSOSO 4
221~ B PUREEEET 4
2.2.2 ~ B A PUT S [U5T s 8
VAR STREL 3 inia B IaT LS | R — 9
23> ﬁ?ﬂﬁﬁﬁ .................................................................................................... 10
O T I R NI e —— 11
241~ EIE'%LH“”’@ ...................................................................................... 12
24.2 ~ PHEET K fP’f, ............................................................................................. 15
2.5 ~ YT F EIR IR (VR T e 17
2.6~ TIEIES oo i s 20
DY F HBEINE o 24
31> Eﬁﬁﬁ%ﬁ,#{ .................................................................................................... 24
B BRI o 26
3.2.1 ~ F SR Q sttt e 26
3.2.2 ~ IR /7J7PT ................................................................................ 26
3.2.2.1 > NMR FT Tttt 26
3222~ I RAIREA G R TAT (FTIRD s 27
323~ FPEGITFE VB s 27
K ok T T LS UL PO — 29
3 Efﬁ FEEITTIT oot 31
3.3.1 2 TGA T3 T ettt 31
3.3.2 2 TMA T3 oottt 31
3.3.3 % XRD J3HFT ottt 31
334 2 TEM J3HT oottt 32
B335 2 KA TEE TTHT e 32
336~ BB T ITHT s 32

VI



I 34

41> EFIIILLY 35 34
A1 S NMR S5t 36
4101 > THNMR oot 36
4.1.12 > 13C NMR 2 DEPT 53 FT....oosososoesessoe s 37
4125 FTIR 5T oot 38
42~ B FE S IHE ooossessesesessrssrssetesr 39
4215 XRD T3 oottt 39
422~ SETHEL (CEC 1) 5T oot 45
4.3~ FESSRA fﬁis?‘ﬁﬂﬁ?%\ 2] ﬁﬁﬂ@[;‘/ ARG TSI s 49
4315 XRD T3 oottt 49
4325 TEM 55T oottt 54
8335 TGA T oot 58
B34S TMA F3FT oot 61
B35 5 KB TIHT oot 64
43,6 > BFIHE ST o 65
IV AT o SRR 68
7 IR . < 69

VIl



[RiTE 185

[ 2-1 - iﬁ* AT PRER AR © (a) DU RV
=PI (D) 21 Tt T PR SRR 5 (0)

L1 A 201 Tl TR =N 5
Q%\‘ 2-2 ~ fl[010]# I E=py = Eliﬁj ﬁ%i’iﬁfﬁﬁﬁﬁ ............................................. 7
Q%ﬂ 2-3 ~ Smectite iﬁj ’p%#’dﬁl%ﬂﬁ!%ﬁ ...................................................... 7
Q%ﬂ 2-4 ~ 11 Hofmann, Endell A1 Wilm i HpuEL R+ {H:,?FT%‘J ......................... 9
%‘3-1‘?J%[°ﬂ%ﬁ §J|TF¥?HE ----------------------------------------------------------------- 28
Q%\' 32 KK ﬁ”@ilfﬁ TRFE 29

F3-3 50 Iéié%% HiE (a) ¥ S VISR (b) A

i i i g T () Bl

il T b RS “ﬁJﬁ%\W ..................................................... 33

[ 4-1 - I'] Didecylamine A1 SR-379 (F1Z'§t==1:1) i 41l
60°C J[1£ 48 -] Eﬁ % E ESIE TR PAY (a) :Eﬁpztgz;ﬁgg: (b)

IH NMR ST FTRE e 35
[ﬁi 4-2 ~ F RSO EURY () #UR ﬁlhfn“fﬁfﬁw = (b)1H NMR
q\g\l% ................................................................................................. 36
[ 4-3~ ﬁaﬁ;-éjfg;a;—rmjga (@) W/p AR g 48 5 (b) 13C NMR
%[ﬁ@ (¢) DEPT %’%[ﬁl ............................................................. 37
[ 4-4 ~ 75 % S TORI FTIR EGHIRER v 39
[ 4-5 ~ F AR *Jﬁk[“i‘qyﬁ A AHLB Y XRD qa@ ................. 40
B 4-6 ~ (a) FPRFITOR] A2 (b) FRFSTEVR] B 15 = MMT FITES
T‘*ﬂ'\q%\[ .............................................................................................. 41

Q%ﬂ 4-7 ~ iﬁ‘df‘,?l (Halloysite ) 0.7 11 nm #z¢ « =50+ (5
52 +  Ca-Montmorillonite ) ~ I 71 ( Saponlte )~ LT
( Hectorite )) ﬁlﬁ'ﬁﬂiﬂ?l (Kerolite ) i XRD %ﬁ% .................. 43
Q%ﬂ 4-8 ~ S i dioctahedral smectites & sl © A-ZLpR 4 5 B-3LR
+ 5 C-FIHH T (beidellite ): D-F1#H 71 E-#352 7 | (nontronite ) ;

P T o 46
[ 4-9 ~ ZEEHEPR AL L (a) A ITTEIRA 5 (b) € 4[5
B+ As(c) ® %[“ﬁﬁ}” B 47
il 4-10-52 T il 72 %*s@? U AT RLY XRD
[ﬁ‘% .................................................................................................. 51
[ 4-10-RE ] [iRE AP £ RS5E E BERP AL XRD
q%\'% ................................................................................................. 52
[l 4-12 ~ SERET A PR R BB
XRD %’[FF‘ ....................................................................................... 54

VIl



[ji' 4-13 ~ 5BA20 L (a) [’3%2@? (b) ﬁ,‘ﬁﬂ} TEM 35 ...
[ji 4-14 ~ 5BA0S L (a) [’3%2@? (b) ﬁ,‘ﬁﬂ} TEM 35 ...
[ji 4-15 ~ 5BB20 Pl (a) fifﬁﬁ“&? (b) ﬁ.’ lﬁ} TEM B4 (e
[ji 4-16 ~ 5BB05 Pl (a) fifﬁﬁ“&? (b) ﬁ.’ﬂﬁ} TEM B4 (e

417~ BHREL A 5 WLOBSEE A [ 2 SRR o

AP VB B 5 FBE e

[ﬁ‘ A-1- E%Lindﬁﬁﬁﬁiﬁ ~ 1BA20 ~ 3BA20 =* 5BA20 Zf52 ) (a) TGA

it (b) DTG q\%\' .........................................................................

[ﬁ‘ A-2 - E%Lindﬁﬁﬁﬁiﬁ ~ 1BAO5 ~ 3BA05 = 5BA05 Ff5e s (a) TGA

it (b) DTG q\%\' .........................................................................

[ﬁ‘ A-3 - Eﬁi\ﬁﬂﬁﬁlﬁ ~ 1BB20 ~ 3BB20 == 5BB20 #f5 ) (a) TGA

it (b) DTG q\%\' .........................................................................

[ﬁ‘ A-4 - Eﬁi\ﬁﬂﬁﬁlﬁ ~ 1BB05 ~ 3BB05 = 5BB05 #f5 )/ (a) TGA

it (b) DTG q\%\' .........................................................................

[ﬁ‘ A-5 - F5% (a) B (b) 1BA20 (c) 3BA20 (d) 5BA20 ¥ TMA

FIISEL oo s
[ A6 ~ 462 (a) 1BA05 (b) 3BA051(C) 5BA0S 1V TMA llis......

[ﬁ‘ A-7 ~ V5 (a) 1BB20 (b) 3BB20.(c) 5BB20 [V TMA flizsk........
[ﬁ‘ A-8 - ¥ (a) 1BB05 (b) 3BBO5 (c) 5BB05 [V TMA flizsk........

W

i AO - RS A 2 m S R o b P

e T\ VAV Tl

[ A-L0 ~ R RS AGE 0.5, mm B EERER PR R A

e N UVAY LI Rt

Q%ﬂ A-11 ~ ﬁ?ﬂp‘é J%%tjfcj B 7% 2 mm #¥ fQ%ﬁﬁm@ﬁm%‘%%@ﬁ%%@

Bl UVAVIS FIIZBL oo

[ A-L2 - SRR AGE 0.5 mm b SRR R LA

UV AY L1 R



ENAE L

Fe 2-1~ TEBTR RISV T I o 6
* 2-2 ~ Fl& ﬁﬁﬁﬁﬂ JFEE “ﬂﬁﬂﬁfﬁ T e, 12
* 31~ 50 -ﬁ%ﬁﬁﬂﬁ%‘%%?ﬁﬁﬁﬂﬁ% ............................................ 30
Fe 4-1 - FoIFEIZLE AT BSSRVELAR BT BTN 40
# 4-2 ~ Z 4 Y hKO 7 Hﬁﬁﬁé"“* FFERR] i 44
Fe 4-3 ~ FIFEIZ A AU E?J;C’F‘Wﬁ (001) oo, 45
%4-4\?Jﬁk[“m§ﬁ Aﬂhﬁiﬁjf’m;%! (001) i 45
F 45 TSRS ElfHFEw;fF?rﬁ (001) o, 45
% 4-6 - %EI’SF’E’T%{»%E ”‘Jﬁk[”ﬂﬁﬁﬁ A HIB pv ICP-Mass 7 f7.......... 47
Fe AT~ AT [ E %T?F’m? 550 ﬁﬂﬁﬁ%‘ %FE:F[#’J

fd ﬁﬁgwuﬁ ............................................................................. 53
* 4-8 ~ B [ﬁl SR T R ’”3{5{?@%‘“& FIRS S RS

FIZ?%F?';F P TGAIDTG i+ Zv EJ;; PRt 61
F 49 - BHFELATARET [p 2SR PSR SR

Ex ﬂ%; : EPIFMEY TMA T FTAT AL cane - coafin e 62
% 4-10 - %ff*{lm R =R PRI %T%rm{ﬁ a3l ,ﬁ G N

B e o R B e 65
% 4-11 ~ ﬁﬁﬁgﬁ%’ﬁ 5 Wt.9%5: TR AR | "’%%’JD?J i

ﬁf{*ﬂ%‘ﬁ?}%%fjﬂ Hiﬁﬁ FEV Gl 66



N
i
iy

AT s ehRPRER (Layer Silicates) *D%émﬂ (Polymer) FrE i
[l K WL (PP < P S [ AR 2 IR e
P B RDIG /pggi@:guyhfrx Pl A E] 27 i:@?ﬁlj:lsr_lf , EIJ;FI;‘:\*\%%JL[

( Thermal Stability ) [1-2] ~ WS4 %3] ~ [E4%% ( Flame Retardant Properties )

[4] ~ ' 5[ ( Gas Barrier Properties ) [3]# #5447 ( Mechanical Properties ) [5-6]

1990 = ’Toyota’ﬁﬁzl‘a’@‘[f%?i% Nylon 6'#5%<55i + ( Montmorillonite - MMT )
LKW EAPRIPEL7-10] > PRSP RIS AN AT oA A
PR TGRS o - 1] SRR P PRt BRI = 7503 1 5 R
RIS 5 SRR~ = el PRI 5 2 o R DS oF

FIEVRTRL - = F VARG FIEO 0t S PRERRR 5 RS IR 2R T PRIV B Oy B Y
o B [ e G R TR PRERE S E R ) el

BT (Epoxy ) hLFE—~ FHEEATR ﬁj fj = Iz i 148 ( Thermosetting
Resin) » = BRSBTS ik ~ i~ sl - fffpheds - 29
Tk TR F STTRR BRI O SR R SRR 9

K EERIFR SRR (UV) SR B R EM{,I’@ FW“J TERRL



R PR 2 AR R (5 @B R (AT -

FAFF|F PR (Quaternary Alkylammonium Salts ) 25{5¢ i + EEES

(el W F A (BT I R B 1% (Hydrophilic ) gt + st 51 e
I T SR T o T R LS T SR T R E A SR

o SRR S 1) B YOS (Planetary Ball Mill) 52 S » [R5
*Ejgk EaE *[J;;ﬁerinJE Aud g o [Elﬁa;n%‘ﬂﬁﬁff?ﬂ@%ﬁ:ﬁj@ﬁm 2120
E “%;&e SELE 4 AV U] B R UV 71“7{@ (R ﬁ'ﬁ%ﬁﬁﬁ%@;’[ﬁk
A [0 BT SRA FAS [=5e e 4 AR T = et (Exfoliation ) fugsil -
X=Xt (X-ray Diffraction s )XRD ) S8fL (= i 12285 3 o 1 £ 1P
SYATEEA 5 PO L IS T T R A L 5T s
B fA' 1 Wt.0H ! 3 Wt.0% Z:/fi F v EeA 1 Ejﬁ$v1ﬁﬁF[gl U B IH'J 2 5 Wt.%
B UREH HI SR 4 U e A B RGN 65 (Transmission
Electron Microscopy * TEM) V5335 7{<?§Tﬁﬁ>{emr€yg&;[’°‘%{:qﬁj J*Jﬁ[ﬁ;’}jﬁ
'et ( Intercalation ) Iﬁ 5 BEUAR N T T  EVET ST TR (Thermogravimetry
Analyzer » TGA) i i £\ 4#23E1 Y, ( Thermal Decomposition Temperature » Ty )
RS o ZSH5T 7R (Thermomechanical Analyzer » TMA) 55 A fl[[&
FIFZIEE (Glass Transition Temperature » Tg) I') ™ [V S bR IgT -
TEM SRS 1 | 2 mm 1 SRS PO R R o) sl S

B Ta RLIPIEEE H o HERIRL SRR, S o R R



IR TR RS 550t TRfelps R R » SE R ES  Se et Tl
BRI TR IR g A e S AR
BT FTIFIE (45 (52 2 4 (TpoelBO ) s gl » i fRA| N
ﬁﬁﬂﬁfﬁl [ as WA [2-(Methacyloyloxy)ethyl] Trimethylammonium Methyl Sulfate
(MAOTMA ) [URSAG 1S E o TR - B puspla iy e i
SRS E R ﬁ‘ﬁ[*ﬂﬁ = POAERAR] ITXC T L S > e [
POERER T TMA = SN R T = E"V’E’T}??‘?‘Jgi’frﬁﬂ’?‘?ﬁ"@%%?ﬁﬁﬁﬂ N

VLR -



T%:f
1
g

2.1 g

= /\?JF[ SK ﬁj;[lr‘gﬂ [Fﬁjl?j[ ‘@ y E [Ffj; 2?[“ IEI’?ELLEI’?E'JE'@?'JIJF[#IM@TJ\%[U}ﬁBLI
%azf;ffzf,f}fa?vpﬁj P HE RIS AR D o I %[JE'J%%F%#’W;M:%? | PR
PRI S K B P T SRR A P s S A

EAEE SR -

2.2~ F04 WA
2.2.1 ~ i PO IEEY
Fhl (Clays ) &% /&EE?F pﬂp‘%;’ﬂ ) tlﬁw_[;;[r B II}I?B

( Tetrahedral ) &A1 I‘HIFE' (Octahedral ) fgHtadimg= ny Z/[I[ﬁ[ 2-1 Ff=. “IE'IFE}FE#
R A5 8% To0s (T = PUEIFRIHES > — 0 Si*" « APTHY Fe®") " e
Al20q TP i 1 [ - 0 LSS g Mg*" ~ Fe®* {1 Fe3+5’?§|’4~‘ ,
e ETEIRHN T PR SRS R BIHRE IV gL Ti* i
VE VL et e s Mn?t s Mn® s Co* - Co®* ~ Ni®F - Ni** - Cu™ ~ CuP* A1 Zn**
= PR (L1 gy 2:1) gﬁgu P I | e R b PRI 53 Y
PN RIS B E T PR efivERT (Dioctahedral 5 Trioctahedral ) o

AL I R 2 T 25 F gl 573 5" Sy o



2-1 ]| > )= IR AR R 2-2 e

It LAYER

e = Tetrahedral cation O = Oxygen
@ = Octohedral cation © = Oxygen + Hydroxyl (in projection)
[« I Hydroxyl group

FiG. 1.1. (a) Plan view of ideally hexagonal tetrahedral sheet. Alternative hexagonal P- (dashed) and orthogonal C-
cells (full lines) are shown connecting lattice points. (b) Octahedral sheet with inner hydroxyl groups of 2:1 layer
shown as shaded. (c) Junction of sheets to form 1:1 and 2: 1 layers.

[ 2-1 Bt A PR i(a)[’“’E;IFEFE”fF'U—IE‘ﬁH‘ i iR ()
2:1 gt 1 PR SRS 2 (c) RS 1L A 201 el e

[11] -

"EHTRPRIERH > Smectite iﬁj (LR 2-3) WRpEp! R oI BT 8 Ay 0
FAT[EER] - 1978 > Grim F1 Guven [T TEM %] Smectite & ﬁ?%%ﬁﬁ
BSEE 2 umo ]8R 02 pm o TS PES 05 um e LR R B Y

(Rhombic )~ = #; (Hexagonal ) » '&5= ( Lamellar ) ==5;i% ( Lath ) =13] - Smectite

Bit FOR 1.0~ AL [V AP i BB S i [ s

5



Hi b

I Li*

Ca®" ~ Mg* ~ Na"/[I H" >

S K= Smectite EFH FITE S J’\EIF'J}BF"E& v K

> Smectite FF4 ;'”‘ HGERLES E.[_,J(F/g e

| (Hydration ) #15.

i

( Dehydration ) - Tgh’,“’ip *— I Smectite £+ = SUPEIAUAS E(E pﬁr [1:’—?[

ST B e 19> 3

(0 B P e AR = A

LA pvEA i (Specific Surface Area » SSA ) » ﬁ“ﬂ [l =

Tf"FJ:Tf LT S [ AT

T”WFE}[J\

= PR ]

( Colloid) ;: Smectite iﬁ4[ £E

S5 A

[~ [EH] o
* 2-1~ g#lk /E&E@p\m i% [11] -
Group
(x = charge per
Layer type formula unit)t Sub-group Species*
1:1 Serpentine—kaolin Serpgmines Chrysotile, antigorite, lizardite, amesite
(x ~0) Kaolins Kaolinite, dickite, nacrite
2:1 Talc—pyrophyllite Talcs Talc, willemseite
(x ~0) Pyrophyllites Pyrophyllite
Smectite Saponites . Saponite, hectorite, sauconite
(x ~ 0:2-0-6) Montmorillonites Montmorillonite, beidellite, nontronite
Vermiculite Trioctahedral vermiculites Trioctahedral vermiculite
(x ~ 0-6-0.9) Dioctahedral vermiculites Dioctahedral vermiculite
Mica Trioctahedral micas Phlogopite, biotite, lepidolite
(x ~ 1.0) Dioctahedral micas Muscovite, paragonite
Brittle mica Trioctahedral brittle micas Clintonite, anandite
(x ~2:0) Dioctahedral brittle micas Margarite
Chlorite Trioctahedral chlorites Clinochlore, chamosite, nimite
(x variable) Dioctahedral chlorites Donbassite
Di,trioctahedral chlorites Cookeite, sudoite
2:1 Sepiolite-palygorskite Sepiolites Sepiolite, loughlinite

inverted ribbons

{x variable)

Palygorskites

Palygorskite

* Only a few examples are given.
t x refers to an O,,(OH), formula unit for smectite, vermiculite, mica and brittle mica.
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Ry KR P 5 B AT EE( Phase Separation ) fi e OB A RS AT

=

P A PP T S (2| ¢



B[] 5 & N 71%?

Qo ®on ocur o5

[ 2-4 ~ 11 Hofmann, Endell A1 Wilm L 1fO5E T + kg [14] -

F A PUEBIRES Y Naty KIS U 5 PER IR0 BT - R
e et E R N (N o R S IREN e oS e e
#+" (Alkylammonium Cation ) AY =WRGSERL (“BERL FHES" (Alkylphosphonium
Cation ) RERREE & 450~ Tl [ EUBVE B 1™ B3 SR EIPSUR AP0 E IR O] £ 1=
IS RARGESERL (SR RS B IR N SR PR PSS e
RGO I RLR PR AP ETRE TR G P I B IR

R T ST S P A R mﬂﬁi PRI RT3 -

2.2.3 > RATVUFRE F K WA TORIPVE

}’]‘Fél:b[?ljl qﬁ_[. )%\ IZL\ ﬂﬁ[F{U%ﬂﬁE‘[ﬂjEﬁFf 73 t\’i}z_—i‘ ﬁ[&g] :
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(1) Vil R P2 R (P48 15 Clntercalation of Polymer or Pre-polymer
from Solution): ¥~ [ [l B bt < PLERF AR [ P ontih k1 -
RN » HRF DR PR o R P e
2 AV P S PR HIFTIR 3 = [ 5 5 iy - ORI i
i 5 (5 P0-Teb I TRIRGR K M (3 PO ettty o I oL
EVEPRSTR (RO Y o RS -
(2) ZFHE ™ P (Insitu Intercalative Polymerization Method ) : 1™ fUH st
FIPRER R A PR R S TR A T R
I IR FRA 1 = S B s o S R i R
(IR0 = PRSP 55 [ EUR] - Pk LR !
Bb ~ FAI[17,18] - (R AL Toyota LR Egat N6/MMT 5 Bl & 18]
[7-100jfy 3 [ 3305 A P- T PR F il AR S P poseg) -
(3) Wl * 18 (Melt Intercalation ) + PR 5 5 32 [y (Soft Point) ./
R AP f + B P D S AR RN
GO (g LRE Sy R PSR U R R B

VTR (PR (PR IR R OR3P -

2.3 ~ BEBH

B4 1 (Epoxide ) fFifIRLE 1~ (ARVFLS A1 [SUFLY A= F12RL- 1909
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= =255 Prileschajew 38 Z5%%% ( Olefins) FJ““ALIH;,; F'1P% ( Peroxybenzoic
Acid) ™ IERAY RS (MP[19] 4’_}5? PRpVZBLE [~ (Peroxy Acid Epoxidations) Tt
ﬁg?n#ﬁﬂﬁ%ﬂiﬁfll]’ﬁﬂé folpuky b [20-21] - 1934 &+ » fHlifs! |.G. Farbenindustrie AG
p* Schlack TP (Amine) ﬂlﬂ_ i) FREEL (Epoxide Group) Ayl
[“Pur~ i%%![’fﬁjﬁq;’}ié}%i%’ ( Polyamines ) ElfJEﬁﬂJ[ZZ] o MIF G “’Iéﬁ P. Castan
IS S.0. Greenlee[23]5-+ LI 53 Il HBRE8HE (Epoxy Resin) pftf -
1938 & > Castan Ff +'— K3/ P& "%k (Epichlorohydrin) #1<55 A (Bisphenol
A) QJU’F HEFT A Py BT iR ( Diglycidyl Ether of Bisphenol A) pfjgﬁﬂj 1Y
FETFLE [ZHA T P IPLEE (Phthalic Anhydride) 7»]1‘{[ f“‘)ﬁf‘ﬂﬁp‘ T LI I A
Fuzﬁ% 17[24]-1943 & - Greenlee i+ #{1 Castan Ut {1 FoB 5 (E 4 T [ EUﬂ*ﬂJ

T 1947 5 ¥ U PR RS S IS S g T
[~ 1 LA~ PRIl | ST AT R TR RERTR] ~ 18]~ g

FRRIS = F 2-2 || R BT GT ~ AiA 7R 1 [25] -

2.4 ~ %ﬁ[ ‘%‘%Iﬁ’?fﬁ:;% ( Photo-polymerization )

| A;rgf/‘[afgﬁ Fol RLF[H] I ﬁlgrﬁﬁ'pﬂx S0 H RS s
AT U OO 1 O~ A SR R RS T
e W3k ¢t (Protective Coating ) ~ H] ﬂ PP (Printing Ink ) ~ iﬁ%/ﬁﬂ

(Adhesives ) A 1§l A i? (Vanish) =7 7VE|| “I A @Tﬁm%zﬁﬁﬁ}?frﬁ ( Polymerization

11



Mechanism) Ti i AR

( Cationic Polymerization ) = ““%[26] » 51%&%1%@[“ Bt o

F 22 BSBHIRIVERT - SR 1E[29) -

BF TR 5 T (Radical Polymerization ) S ip 3 £ ks

Diglycidyl Ether of B
Bisphenol A+ DGEBA | &> O o e T
0] 0] @]
K K K ERAEIEHE
Epoxy Novolac 0] 0] o] F?fﬁ@f‘@ W
J ' ESEGY
Tetraglycidyl Ester of >0 O O d
Tetrakis(hydroxyl © ° AR
phenol) Ether >0 O O o 1
O 0]
S T L - R

Tetraglycidyl ether of
4,4-diamino diphenyl

A A
OO

Fof e 1 T
i

methane
TP E R
. G GG
3,4-Epoxycyclohexylme o VO>O g > e
thyl o o iR I
O

3,4-epoxycyclohexaneca
rboxylate

Fnbinge [+ &

241~ FIENELE rfqu’if’]’é ( Radical Polymerization)

ﬂrﬁ%éﬁl [~

H13l (Free Radicals) » &1 7]~ %~ fif

,%"J ( Aromatic Carbonyl Compound ) = UV 3k [

"

12

AN

B0 (2-1) 29A1 (2-2) 2V




| |
Ot = O+ -
I |

(2-1)

(2-2)

FIf @%ﬁ%@ﬁﬁb UV LR [’“‘ﬁﬂﬁﬁ‘ sy = K
(1) Tﬁ@ﬁ‘,%éﬁ“/ “4%% (Unsaturated Polyester/Styrene ) © = "6/ A1 @’@ EF
TE piﬁl%{é_‘i{fﬁﬂﬁ'&“ [ ﬁﬁi%&é{%ﬁpﬁ&ﬁ FA'@’E B e
TR SR P (28 ) e BRI A [ (BRI TRI 5t

T PRI

Re + MO—(I%—CH:CH—(HZ—OM + @CH:CHZ

(e} (e}

3 3

0 0

c=o o,

———  R—CH,;—CH—CH—CH—CH,—CH—CH—CH

=0 -0
(0] (0]
3 S (2-3)

(2) Tﬁ:m:' %%% (Thiol-Polyene ) : |I—~H>’F/‘ MERLGRELE TEEL (Thiyl Radical ) 5%

SR T ((2:4) 3) IS R 4 = T ((2-5)
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)

[ )
RS-CH,~CH + RSH ——=  RS—CH,~CH,

+ RSe
R R* (2-4)
RS® + CH,=CH-R! ——  RS—-CH,— c;H
R (2-5)

|15 e B TS 9L 1L (2:6) S0 (27) =% -

Y

o O

(2-6)

(2-7)

BRI B ELRAR BRI - H L

PIRIELR -

(3) FJ*%%EZ?Z@F,E "E‘E‘ ( Acrylate Monomers ) : E&Eﬁiﬁ F IE[%LHX Sl SN

=

STV RV - (2-8) FELET A &fﬁﬁ?ﬁ'iﬂgl Hﬁl*ﬂi[rﬁﬂ?&& JE

I~

M
>

-

K/JTO

(S
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[ J
P —s @g *  CH;=CH-C-O-R-0O-C-CH=CH,

O 0 o
é_
H ¢=0 °
@—ICI:—CHZ—IC—CHZ—CH—CHZ—QH
o c=0 c=0
0 0
— R R
: ? Q
G0 0, g
~CH—CH,~CH—CH,~C—CH,—CG——CH,~CH—
c=0 c=0
¢ 5 (2-8)

2.4.2 Bﬂ,?jg?%ﬁ ( Catonic Polymerization)
ﬁaﬁ%"%‘g ( Hydrogen Donor Molecule’) ?Bﬂ@?'%@ﬁfﬁﬂ& UV & @Fﬁ Nt

i {ER] (Photolysis ) T;’ﬁlj' Bl 8 ﬁj /:F[H?jff& (Bronsted Acids » H[JET="HH # )

Pt

FIETEEL - 91 (2-9) =EFa. ﬁfJ’E'JEﬁJFﬂ@?'%@ﬂFﬁ?‘JF{‘ SRy = HJI27] 1 E []Ej?i N
(Diazonium Salts) » ~ %ﬁ%’ﬁ%ﬁ?}iﬁ( Onium Salts ) #[1% |45 = ’?ﬁ%ﬁ F’ﬁf}*d( Organometallic
Complexes) » £ fERvsdHAS éw?ﬁ’?ﬁﬁlﬁiﬁl’"%”’i (Alkyl lodides) [28] ~ = 5 &g

(Inorganic Salts ) Bi[é;ﬁﬁf}*a ; %}gﬁﬁ&ﬁ?}% (Alkane Sulfonic Acid Salts) ~ T
ﬁ@ﬁlﬂh’@[ﬁﬁ%’ (Unsaturated Nitrosamines ) ﬁiﬁljﬁ EIF; (Nitrobenzyl Esters ) ~ 3 BLF!

il (Carbamates) 5«
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S

hv
@135@54@%;@ RH (2-9)
OO0 1O oo - om
FHFREE R R Y UV S R A o0 B =

(1) U [0 S BRI S T [T P R (s R

N Y 2 e (Polyether ) » 91 (2-10) .

R-CH—CH— —R?
H+ + R\CH_CH—_RI s O+ + monomer
N _ 7 |
O H
R
|
., R- (|:H CH-(O CH CH-)—O \
OH R1 R R?
Rl

(2-10)
)RS (Vinyl Ethers) : LRz B PR 36 ek T

9'?%f,5’£% g (2-11) F e

monomer

+
H* + CH,=CH-O-R CH3—CIH<*CH2—CIZH7LCH2—CIIH
o 'n 0

R R R (2-11)
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(3) iE'lF,—ﬁw‘t (Hybrid Systems) : i ™[ 7 [ ;f,;ﬁ;g&cﬁtupjgf%%gw FE i
AT - HPLAOE ] RSB PR - ¢ PRSP T A
@Ff ( Unsaturated Ester ) ﬁlf%igaﬁﬂﬁlfjf’%@{ﬁﬁ[zg] > (B E’!—*‘iﬁ/\%JFl ﬁﬂ“"ﬂ?ﬂ%‘

T ORI -

2.5 ~ ITZ F TRl [V

OB T = F | L2 IR TR0 A B S oF S PR
TP e BTN T B SRR (P 200 KRR AR S A gy
RIS A= TR A SR TR [P oL B a4 - LR 0™ PR
(BT~ T ¢ {301 R AUBLISEAAE 1085 i » 7RI AR o &
B [ 7 WAL [ 32-35] -

ok SRR o e SR o H A BURLY T AT
FL F7K[36-40-4244~47-50-51]E% = <2002 F - C. Deckerff’“}{—]ﬁa,{ﬁé4 ( Bentonite )
53 P ISR T ORI 1 B 350 R RS PR AL
oL PRI (Polyurethane) ~ 7] HDDA AL E g » F175 2736 1)
UV A BFTROT DS 750 TR P R = - FTIR B g = 547 95% > XRD
S ATEE. EVIR A [36] - 2004 5 o (4R IAR ) PUSHEREFETEE AR 0 1) 3wt g%
FPRF 5B Sl R R RORI T o3 BB R e R e ok v G 3I8T] @ I

o PRl DR SRR P B K AP T SRR AT 3
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(Epoxy-based ) ~ [/ "Bl5 [“F (Ether/Epoxide) ~ T* J%E@Z@ﬁﬁl ( Acrylate-based )
FISBLEA [ PIT PR (Epoxide/Acrylate ) » 5517 3wt (4554 » Wikaidh
N S PR +Jf;%éf|§ JERLT RS ORI Py %?Eflﬁ#lﬁf\flmwﬁ?a
FFPRIRIS Bl (Flexibility ) FIfiEta[38] -

2004 = > D.C. Webster =~ k}{ﬁ’ﬁﬁ: [~ 4 A %*El[’ﬂtgigmﬁk%,@ﬁ@ﬁﬁ

Tt AERLE A PSR S S s s S o B G PR T XU AT TEM

-

SIATE BV o (BRI O BT HR R A To R
IR BVIREEC [ TR (Stiffness) ST, B IS (Tensile
Strength ) 7[> ?%?Eﬁﬁﬂ%ﬁ%@ (Polysulfone » PSU ) Elfliﬁ% 14 ( Adhesion )
SRR RS S EUR TR I Ta R 5 - R R [39] < [l
PP ] = 7 IRV RS B - LR EREEE S gL CTMA
bl 0 A F LA E A AR S50 AEBBDMA - 53 HIEI{T) CTMA-MMT -

AEBBDMA-MMT » CTMA-AEBBDMA-MMT FI5 e85+ I'| UV ﬁ’@ﬁ_ﬁl [’“‘%ﬂ[’fﬁj

9 i F“ji Eb3wt% > I') XRD A1 TEM S ATt b et o W (3970

TCA B BEFR LT e > To & IR, 48 % (R R IRIE 4 ST )[40] -
2004 & o # Hlﬁj%f,?r#;%f s 4115 A ﬂé'izf[ [T B~ fr%éf, M S Poly

(N-vinylcarbazole ) /MMT » 1L NVC(N-Vinylcarbozole) 1" E'Hﬁ\ﬂfiﬁ‘ T

AT MMT ] > F117) = 3 ik (A (Triarylsulfonium Salt) £k E g7
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AR f"f%?ﬂﬁﬂﬁ?iﬁ%ﬁ‘ﬁ'ﬁﬂﬁ %EFE?FW%‘%%?ETF%%"'J > [fil*# > B.S. Shemper %" * il
ORI Pyl T PIELT J*\%‘JE@ZEIF, ( Hydroxylated Dimethacrylate ) [ % ]t
Methyl-Hydroxymethylacrylate ( MHMA ) =3 [11] & M"QJ]TF ] i kL
[42] - J. Paczkowska =™~ 7 Xanthenic Dye & ™ ffli "' [ | 14 ?‘Eﬂi%é S F R
I J’%@Fﬁﬁl ( Methacrylate ) EFEEE}F%E*}H &%‘%ﬁ#’d-iﬁj gy ?Eﬁﬁi{é‘l » [EVEHAYE K
i f,%’ﬂ%’lﬁ[i“ﬁﬂ% [43]

2005 - F. Bauer & * i) | A7 f“‘*‘ﬁ“%’iﬁﬁjtl',FJ*\%‘JE@ZEIE;%%E'@?%FEFA[?’J
[44] - Christian Decker%Tk,[‘}ﬁ*\%ﬁ@ﬁiﬁﬁﬁ—hﬁ%:gl HgijL L= ﬁ%pﬁguﬁiﬂﬁ
AEPHEE R ) WIFTBE S A 5 A P T 6 PR
F L PR S et B 0 o P e
QLI E R Uiy ﬁﬂji\ﬁ%ﬁ?ﬂﬂgﬁiﬁﬁlfJ?% T@ﬁﬁﬂ o J%?’gﬁﬂ s RA
B[ [R5 AR ] [45] -

2006 # D.C. Webster &7 * I'] = 7 1 [ﬁjgfjﬂ&k[ eSS U R ERE
ST UV AR PR 9 PRE-MMT (Epoxy Acrylate-MMT) » (1 X-
K TEM G ELAE L PPRITA6] © A, HUIt 25405 * 1) 57 ) ] SR
Eg‘ﬁiﬁlﬁfﬁfiﬁ%ﬁ‘ﬁéﬁ%ﬁﬁj AR N ] [ S P47

2007 =+ > D.C. Webster =" * I'] 4 g A1 & f“%p: K SN

( Triethyleneglycol Divinyl Ether ) ELELATAIE S =5+ A5k El;fzf,g IF Hgi%éﬁ@

TSR H AR+ IR Ty 1 5 92 A GG - R )
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12T (1@ [~ [48] - S.A. Bateman 53 [[II'|FREE " b 450 AR AR B 4 1
ﬂjfuiwﬁqw (B o R Elﬁl[ﬁlﬁ E”EQJWF iz o Efﬁﬂ

[49] -

2.6 ~ TR
AR FIT T R EE R RIEE = S B T iﬁ&Hl%‘ﬁ%
YR (P RS AT PRI LIRS S e B v A P g
FIH LA ERRE oA I TR 5 Tl PR EE - B T (N 98D
ST P[50] = e A T F IOt O BT Y T P R
AR £ RS i o P RS A L T 1 A A B RS
Tt TSR SE T UV AR A B R P[5 -
RS TR EEA < A (OLED ) A bh e LR 85 (LCD) &1 %~ syl 1 -
PR o PTG o LRl P ROL SR R BRRE AR A I L B
= o [HE'f] OLED gR%f] et B o Topmtigtil B Je il > B2 el B EIE T A4
PRI PR ENE B IR IR S0 L PSR RLE foliYA7 [R5k - [N B OLED
PR R ARSI R AR — LIRS S T R T R
FEry = ([0S PR R g T (5 OLED Uyt s} V= B STzt
( Moisture Permeability ) ~ ﬁgj 7T EifffE 1% CInterfacial Adhesion) ~ ﬁ.’ﬁi/\[ KRSl

A (UV Cure Speed) + [S#/5 ] (Out-gassing) E1%  H it 5 508
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St 107 gimiiday, S @ s T A 107 colbarim’/day » [l HSERARIE S
TG 100°C R0 5 B RRRIA LR - 0 ETRERE S 2f7] UV
AR OB ATR(52] -

FIE T UV VR ORI SR TIR E 1 E e e
I SRAT = DR L S OEIRR > [ BRI L e o
PORE A 2 (T R S BRI AIR (P A K B[R
12 1<[10,53-55] ' 5:[3,10,56]fi= 1+

Bl a2 e S L At S e el B
A 4 IR E Ry T R g )1 2.2.2 ARG » RERGEGERL
(L i A R S SR SRR B etk W R g
RUGEHE SRR |- 7 IO R [ S LR
FY =R (PSR 1 T BRI SR A PP
FAT VIR P o bl R S 1 PR Py = LS

AR [ E BRS04
BRA R S V A (R |2 45D T 2 BRIz R AL
SRR (SRR T S 2 TR CELR o B3 B R T A S
PRI o PIEBEURLE 2 B3+ RS T TR [ e 7 15
HROFEIRRLE P9 LT A

[TF %\?EJFI?JF[ UE S iLFIJ [/fJI”,I f(_lﬁ'“ w‘fkf[ljyf/\l?w& F fV Jﬁ
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o (S R E R o B0 RN TGO o PR R
L TetFl o A T HERLE T BLA R — o R AP R RS

("5 AR G P B R P TP T = TR o B

‘“T

AP R 7 PR RV o PSRRI R R A
IR T o ERANR AR = 750 ISR e iR 1 Pop fele =
TRE =Bl [y = AR A~ k] E R T AR S PO R A P
LERNA=a LA W I G R il X R A A TR AN e L R A A T
A 7 B R R MR R VR R

EESRE TR R0 AR RS B IR A sl 5 5 R B A IS
PRPRATR AR D o (10 B 2RSS g e S s 0 (R 1 - i (=591 e
TG~ F0 AR R IR e PR DR R
P BRI oA R TERH S T b i ™ PGB AR 5 5 oF 1 5 PR
AL PR AR E D NI W TR AR T B ) R LA
m%%@ﬁ%o

PR AN DS TR S AR R S R R
TR (O E O H SR (P EUESE ) ety = 20 1 PR T
YL > URRER ] 1 ol OPORAS) R 70 AT E 4 (g A
BEBR HTRAE SRV E Y -

R R AR F PR F A S T A RS S S e A
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Poo R O SO BRI 1T s S S R R SR
FHPIRAOIERT » SR N SR S IR

FYRY2Y E,J;F’Izﬁég TEA B o
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R

3.1 -~ HRREEH,

(1)

(2)

(3)

(4)

1B+ (PK802) : (AlxMgy) " (Sis)VO10(OH)M™ yinemH20 [ 1L,

RURME 5 LS il fyae R 5 S A R] o SRR ™ D = (s [ e
Hexadecyl Trimethylammonium Bromide (HDTMA ) : TCI 38k » iﬁj o

WUR] > 50 BT 99% o BRI EEE Y] > SRR TR

[2-(Methacyloyloxy)ethyl]trimethylammonium Methyl Sulfate

(MAOTMA ) : ALDRICH =tk iﬂ,‘j d U] > 80 wt.% Solution in Water o

WERHIIE G| > S A (e

3,4-Epoxycyclohexylmethyl 3,4-Epoxycyclohexane Carboxylate ( ECC ) :

ALDRICH &3t » 5 (P21 - *&AH@ R S A T E
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(5)

(6)

(7)

(8)

(9)

Glycidyl Methacrylate (SR379) : Ij?fﬁ%% ; %%’*‘,%”’JEFVEE} ° E’ﬁﬁ%ﬁl@l}%

O

lodonium (4-methylphenyl)[4-(2-methylpropyl)phenyl]-hexafluoro-
phosphate(1-) (IRGACURE 250) : CIBA 33 » [ 5L U] o k]
RED SRR e
| F\F
F—PCF
E °F
Mixture of 2-isopropylthioxanthone and 4-isopropylthioxanthone( DAROCUR

ITX) : CIBA 343k - L& (Photo-sensitizer ) « 8¢k [ ff0 7] » S

AT TEH [

Di-n-decylamine : Alfa Aesar 3k > [E‘/Zﬁ SRV dL - A Y 97% -

WERHIIE | > S A (e

Silver Nitrate : HWANG LONG 38k » e T =2 y - o] 1 7



(10) Hydrochloric acid (HCI) : &% - SHOWA FtZk > Fﬂ%ﬁrﬁng fli=] o %ﬁ‘&%p[l@[

(11) jji-= f+f' 1%k (d-Chloroform » CDCls) : Acros 2¢8& > [idif] NMR JHZ4

EH":L@’WJ ﬂ‘%“‘@[}%]ﬁ[ﬂ ’#\'\, f :lﬂul'

2 ~ ¥4 Bl
321 T £,

f,ﬁwj 24 US. Patent : 19703514473[57] » =~ S &~ e (Neat

Reaction ) - V- Ei*' Di-n-decylamine #[= F{Z! SR-379 iﬁiﬁ » TR E SN B0°C

SPELLTS PR 3]l 80°C AR 2 PSR R (3-1) FUA

\/\/\/\/\/H\/\/\/\/\/ + YJ\O%
O

322 VL 534

(3-1)

3.2.2.1 ~ NMR 33 #7¢
K e J%EI?TE’T%'J?V%H?T’EJ%? d-Chloroform f[1 > #[[*'| Varian Unity-400
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R PN 25 (NMR  Spectrometer ) Jf]# 'H NMR - *C NMR # DEPT
il :

( Distortionless Enhancement by Polarization Transfer ) o £l [ 'H NMR all 3¢ NMR

ST 7= PS50 725 = 7.24 ppm A16 =77 ppm EL [ IRV

3222~ FF R IR ﬁ%’ 5387 (FTIR)
USRS PSR PR TORIL6 (KBr) [P o FR FTIR A6

( Fourier Transform Infrared Spectroscopy > Bomen MR-100 FT ) £/ 757 -

323~ TR (IS VI
IR R E R SRR S A (HDTMA-PKB02) A1t
5+ BC(MAOTMA-PK802 ) B A 91 Hit - 1 Ll ﬁfﬁl[ﬁ[v[l[ﬁ[ 3-1 H- o
(1) Fv5gZiR+ W™ 500 mL~80°C py e+ ~Iofl 1> I ESirdeiE 45 (SHIN
KWANG MACHINERY DC-2S ) it it e + bt o g s> &
Pt 0.LNHCI= pH ffi =4 ™ I'] pH Meter fi44 1 -

(2) %v28lg.V HDTMA {5 273 g .V MAOTMA JAifi 0.1 N HCI Hi o F [T
b (L) PRV ERE > Tl 0.0 N HCDREREVEY pH A

Bb 4 = @VBE 80°C NI RSMITFHES IR 2 1 [ - fEEf Al -
(3) W™ g&e8% (HETTICH ZENTRIFUGEN EBA2L) fli > I'JfEiifi 6000 rpm

5B ARG EE » R TTRTRH )
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PK 3802

A S

R

(ESOUC R 2 JE 2N )

[ HeC

(o 7K AE0C T S )

IEHETH Tk S
200mesh -4 &

( E%T-I:?—%Hﬁj:)
|

l l h 4
o) (o)

31~ RS LA

(4) JRHHHERHTT 9 1000 mL ~ 80°C (&5 ST P IRGIRTF RR DGR 2
TR FIEE T EESRGH T T 6000 rom iy et SO TEE T
AL » FIAIEpIeS

(5) JRIRifE"] 0.1 N AgNOs iyl kL Ay I Dl 5 5 = F %

(6) JFfHE[FE 45 [~ 50 4 ™ 15 iiz%e s (Freeze Dryer » LABCON Co.

7751041 free zone 4.5) [l HERF [“pu5R+ -
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(7) Ajfizses e B =50t M) 200 AL oo 3 Arama s AT e B -5 et -

3.24 ~ BT BRI HE A FDRIY S
il 3-2 T KRR SR A FRRLY S - 2 31 7 14

TR D 13 PR A -

(ﬁ%ftf‘%ﬂﬁi) (Epoxyj (SR-S?@) [ﬂfﬁf{ﬁ:ﬂ] [?ﬁﬂl J
|

(T 7 R B i 30/ \H%‘)

l

GJ‘E’;I‘Z‘-E&%%W%EO%@%

| setesam )

Ev)Snldld

( SR AT )
|

I
(" Xeray ) (16a ) (TMA) (ov-vis ) [TEM) (AdhcsiorD

[ 3-2 ~ 5 R H G P e
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i 32 1. 1 B SO SRet BRIRT S (5 (L SRR bl 1)

i B AN (RETSCH PM-1000) ') 500 rpm prgpd » & hoiEl 10 j}%féé??ﬁ

=2

YR [yl 10 53

S F I 2 53 S 0 H i 36

I RPOR F

£ 30 'J‘E\ﬂj DI S o5+ 15 iJEIJyjﬁvii”I%i$n1ﬁﬂFlfll > == HWERH] 2 mm

F[K/ 0.5 mm ﬁl i V% ’H:'jfm%%  FIRIE %T;Fﬁ'-f e lﬁlzﬁinﬁﬁpﬁﬁ‘&:* t 7ﬁ{&| -

ST I RS PR e JRHE PRI RS

UC-1000) | 1f¢

1R

= UV ’?h‘rp (ECSUN

5 R (5 4 SRR o M R SRR

FUNFIES > FEEPFRL @ s = 80W > E\ﬂjF'Eﬂ =40 F) o

31 0+ -G A A PR ) (we%) -
VAR | FR S A | B BULERER | SR-379 | AP | &

B 0 0 61 34 4 1
1BA20 1 0 60 34 4 1
3BA20 3 0 59 33 4 1
5BA20 5 0 57.5 325 4 1
1BA05 1 0 60 34 4 1
3BA05 3 0 59 33 4 1
5BA05 5 0 57.5 325 4 1
1BB20 0 1 60 34 4 1
3BB20 0 3 59 33 4 1
5BB20 0 5 57.5 325 4 1
1BB05 0 1 60 34 4 1
3BB05 0 3 59 33 4 1
5BB05 0 5 57.5 325 4 1

*EH TRIBRR T ST 20 5 PO 2 mm SRSk § R 8 08 B YA
% 0.5 mm b PO -
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3.3~ BRI
3.3.1- TGA 53#7

TGA (TA INSTRUMENTS TGA Q500) F|[ 953 5L+ 1 BT i i~
AP B F 4 BB o 1 AR V2 (Ta) > 1) e BPRE
[ YRR BEAT £ - i 225 '] 10°C min fF] JEb gl st SIS £ 30°C
YpELE 100°C FIEEFE-pVE Y o F] IR = 30°C » [7517] 10°C/min fy-F| Ry

212 900°C o

3.3.2+ TMA 3 #+

IR naﬁli—?%~?ﬂrlﬁ*lfﬁll 2% TMA (Du Pont INSTRUMENTS
944000.901) ff 1> 7 ?n;n%ﬁﬁp[u J 20°CImin fy A 3Ebp P %IQF[@@ £ 20°C »
pEvE 150°C I') o H EVEAL e (Coefficient of Thermal Expansion » CTE)

ALY (Ty) -

3.3.3 > XRD 5ifr

XRD (MAC Science M18XHF ) M| s 53 47 | 48 {55t 1 Tl HRiah {0 5L
4 -ﬁ%dﬁﬁp?ﬂﬁﬁﬂ[‘J;'/;'}ﬁ’rrﬁ% (B L ES = 50 kV o Fif = 200
mA’jﬁ}‘ﬁi ol :3°/min’]¢|i“J»}‘f§*[§cT[§ﬂ20: °Z 60° (S [ZHAR I eAE )

fy 2.5° % 457 (04 W WA APRIGEH HI o7 e -
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334 ~TEM 5ifr

J?F,Er JH4 #% (Leica UltraCut E Microtome ) }{%‘J’%H FIRYEIE 100 nmbt s
It FIH %Eﬁéﬂwﬁf}ﬁﬁﬁ'wj ’Lﬁf‘Fl[l 60°CHEL | Eﬂj J 3 =<5 'i}iﬁ’

—_

%}7_{_{ %—r\
JEOL JEM-2010 TEMJ| 15 5 i Blickis 1 142 -
335 NBFEH ;7

SRR #5195 15 mmx15 mm AU ') UV-Vis Sh 2 i % ( Agilent Technologies -
G1103A) it i’ pLsk = #fE 400 nm-700 nm *|&

ENFE L 2737 % ( Transmittance ) o

3.3.6 + B 3% 51 47(58]

JFf 10 mmx10 mmx10 mm [t “fjlﬁz?:]tﬁ@w}mﬁl 3-3 (a) G V4R
{%} l—f[gﬁgﬁu f J;[L;‘;Ff[}

5115 mmx15 mmx8 mm ﬁJ&%ﬁi@ H = Frt uv
AR AR

B AB BT SRS O 3-3 (b) T

VAT

K FIVIEE sk (Instron 5543) JIEEH E# 478 -
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http://www.labx.com/v2/spiderdealer2/vistaSearchDetails.cfm?LVid=3569851

T mm
7 /
7 mim

10 mm

10 mm

(a) 10 mm >

100 kg 4 &

BRI ————
15 mm x 15 mm x 8 mm
A48 4 W] £ 4

WA s 5 e

T R R )

11

(b) v

3-8+ ¥ RRER T B < (@) YRR VAL (b) R i 37 I

BRI £ 158
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S0
HERR

4 g HIF® ] HDTMA #I MAOTMA = FEF s 8T PK802 SHi+ » ']
EEHSF R AFIB > FIM| XRD B EI5 T ey 5 e R
(= 1) TGA ST B (“ 5+ A A1 B PUE R - F I ICP 53 Pkt e el
FV LR ) B AOSRR HE H ERAE RS R S SR O

N f‘%’z%%ﬁmum@ﬁ Ls3FIS we% ) "5+ A FIB PO {5 4 B
P K O PPRIERA, T 5 B PP I K 2 mm F10.5 mm = A

ISR PR £ DRI SRS RAEEE T UV UG 0I5 1 PRI,
Mo Vi T XRD 345 o SERPISLAE L o3 e > TEM B 55 feps
RS > UV-Vis & Fi* pLA S 205 1 Z P TGA B HEE T HE] T,
TMA I E N b 53R T [ E R (50 B R (kD et

F LA PR PP T A -

4.1~ ?J;[é*;;lérrgwf«w/lﬁ
T | B3] 2-Methyl-acrylic Acid 4-(bis-decylamino)-3-hydroxy-butyl Ester [i
Al CBLR4-1 (a)) FFIUrER FREVIRL - [P (3 ORGSR TH NMR S 47

(LA 4-1 (b)) BEFEAEWIL AT 7 H T E"?fﬁl’ﬁfm - fﬁlﬁfl L
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SHEATA T hL e SRRl A N T D i'gkﬁ S S T TLC A R (D
FIIR 5= At T [T RY = FL s [l U e 2 g o 2+ ’?“)%"UEIUE?EIU%%%) AL
MRS TR 2B R{STIRL e M T ”i'g&ﬁ‘ﬂ Y EHFET 5 I
TEET AL H BRI T PR RURLEN o 9% > plo =t RS WOy B Ry
FPORLP [ F RS TP H TR EMES > FAISR S S5 e e ’JT%T‘!T
FIREIVRRG > S MIRREEE A VG TR A R

2 B K WP PPRL B, -

ﬁ%ﬁ‘ 4-1 ~ I'| Didecylamine 71 SR-379 (Fi='Brt==1:1) 7 ¢[Hi[1I] 60°C Pz 48 |

oL 5 E STV PR (a) PR (b) 'H NMR 55 Fifidd o
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4.1.1 ~ NMR 53§+
41.1.1~'HNMR
[ 4-2 Ca) A BRAIR Y RRISTIV AR ek PRI = £ PP 8 R AR
~

5 [ 4-2 (b) ERHERENH D THNMR [ 5 (i sjiisd s PIesgispe =

PR -

2 g2 3
"""""" =8 &
i e
a1 1
AamPLE BEC T
tttttt it COCIZ  @n L]
L exp  dpwr ar
IW\JISI 10 - o
sfry An0.44 - o
o iR .
at - aree
e azat HDCLSGIW
E A n 1
& wifile
L prOC t
tpwr L1 n ot wsed
oy ‘
-l 1,088 werr
tof 584 Wy
12 Ty it
. =
BT o el
Lags
"
DISPLAY
o -
= 1
v il
3
e 73 i
o 'k il
i Arh. 4
e Z
ins 1.000
......
a b cd
.-'.l( |
r rr 5 A
A
3 8 7

(b)

q\gﬂ[ 40 - ﬁ@ﬂﬁ;;&@@;ﬁﬂﬁfj (a) @RI ISP FF[)FEH = (b) '"HNMR WF‘F[
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4.1.1.2 ~ ®CNMR = DEPT 5547
11 °C NMR A1 DEPT i [ i i {05 R Sl i 40O g il

4-3 7”@“%@'_%“’?1?’@??’(?@?9 (PR FIpA#AR - 5 fthIFL po A 3 NMR

Huarg-1 “ s = 22
3 sed1d 2 - ] nnl.
snre pes. & VT | | e
date may 7 ra 400 4u8
solvent Thets n Wl
e s 0
ACOUISTTION [
strs R my |
v £1) dem 3
at 0.798 et wrad
me o anam raocEssing
w 12523 b 1.00
™ 19880 witile
s 4 proc "
T Il i
I 4y
1 0500 werr
a 10300 wew
bat 15488 wen
m 1080wt
o s
1o n
i ed
TLags
1" n
| "
an
oiseinr 7
T 1
252518
b h
s []
we 50 ]
himm 389
is 500,09 |
il i
e Treaa
h ]
ins 100,008

(b)
qfeﬂ‘ 4-3 - ﬁﬁif |ESETURY (a) BRRLS AT Fﬁﬁ ; (b) C NMR %qﬁ,@ﬁ (¢)
DEPT ﬁ%[faﬂ o (NEISE)
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eang=t " e -
ol g T
awpl  stdldc - - -

sampLL oEc. & ¥
sate may 22 2005 dfre 200,448
vant CEC13 dm i

5
9
sn:::
i LY
. I N
i
hii |
n
k
de 9 m
a b ¢ I t .
] Il L]
T w0 e e i 128 100 s 6o o a i ppi

(o)
qﬁsﬂ[ 4-3 - F’ﬁ’?‘/ |15 (a) }%H Tﬁ'ﬂmf'* FF’I)FEH ; (b) “C NMR @qﬁr&ﬁﬂ (¢)

DEPT %%%' ° (2@?#;0 i,

412 FTIR 5347
% P+ FTIR %’FFIHIH bl 34257 cm ™ £Y, g%kl (Hydroxyl Group) fyfklfis
7 1721.9 cm™ Fifirgl (Ester Group) [yt » 7 1638.9 om ERIR-R SR R

FHF=p iﬂﬁéﬂﬁ’g’ﬁd Jo gL Ja\:ﬁH 5 e s BV T FLZREEL (Epoxy Group ) fif]

B ERVRHN o
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9835 _

812.74

94.5 | T
29239

94.0 )
O 74361 51992

935 | —C-0—
9320 . .
40000 3000 2000 1500 1000 500.0

qgﬂ[ 4-4 ~ ﬁg&éjﬁ;ai@ﬁﬁﬂﬁ% FTIR ﬁ%ﬂ‘?ﬁ[ °

4.2 ~ B BUE B (ST
4.2.1 ~ XRD 537

[l 4-5 BRSPS - B TRRRE AR B 19 XRD SR - A 4-1 5]
el i V508 4 Tl PR (d) A ™ o flide it A1 oSSR+ AT 2RES 1.18 nm
I'J=E0t] HDTMA BRI MAOTMA " S [ EE" 0 810 e e i 4 et RRE STy
73 HIIWEAET = 1.90 = 1.39 nm > g“,'srﬁ‘ %ﬁ%ﬁ%‘ﬁéﬁ?‘“'éﬁ@%%%j ; [l HDTMA J S
FUSBBGEL(  [ER) 58 MAOTMA FOBiEE (I flatbhe ) =<0 E ek~ o gt fel J B PR EE -
T 1 A EOR RGN T B ] B AR [’“‘ﬂl’*ﬁ'ﬁﬁﬁg [7] = [ 4-6 ELE A8
HDTMA %* MAOTMA §5¢t% MMT f[1fi95 Zifffl> 5 1 Na(Ho0), BEesEUf[I0 {105

[59] -
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Intensity(Counts)

BRI LB

AUEZER T (210)

20 (°)

il 4-5 - A SETEAEE ﬁ*‘?'“*‘ﬁf& A 1B i XRD [ff1 -

He 41 F dFETL qu Zal EJg&clﬁfi‘ﬂ et YU BREE BTRS N

2601 (°) door (nm)
TS 7.50 1.18
J’ﬁ&‘lh‘ﬁ ﬁfH A 4.65 1.90
R 6.35 1.39

SR DTSR 0 E T XRD 534 L 4R e T R 2-1
HUPAF R L i RS - [ 4-7 R ST PR PRERE AH Y XRD G
l” > TebPREE XRD 53 Aotk iUk £ 53 SE3LE (Basal) - 4 (General ) Ry
TIRIPYHZE[14] >~ AR AT E RS BARAR (Ak0) - Ty JL 1 2 B E] ELf )

1p (000) > 52834 4-2 SE [ d fift > it HEE BRS04 PR F EdaAs (hkO )
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DAY 4-5 B o RS TR [ R BfpAR (000) FREFERY 4 T [l i AsT
T doon 51T A #A AR (002) ~ (003) ~ (004) AT (005 ) ALY d [fihtH 4-3 »

He 4-4 FIA A5 [T o

+*Na *Na +Na 1.18 nm

1.90 nm

+ N(CHj3)3

+

Na(H20)4+ Br

(a)
[l 4-6 ~ (a) TGO TUR] A== (b) T R T0H] B #5'gt= MMT [ Hjfl - (M

A8 )
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HZO Hzo HZO HZO HZO Hzo T
*Na +Na +Na 1.18 nm
H,O H,0O H,O H20 H,O H,0
+
(\ ’/O
)%(O\/\-'N/\ B ,S\ _
o / O O

(b)

B 4-6 ~ (a) T RFISEUR A S (b) FEETR] B 56 E MMT (oS T - (G-

i)

4



|| HALLOYSITE (Inchana

‘ I 10A torm
[ 7 & for
] i

U‘h‘ ; Ca MONTMORILLONITE
| L

1 Camp B
i

| SAPOMNITE
I Skye, Scotlond

(S

HECTORITE
Caltarma

[Fﬂ[ 4-7 ~ 7[[ ( Halloysite ) 0.7 #I 1 nm 7= ~ = FEZ R4 (F-F 14
Ca-Montmorillonite ) ~ £17 ( Saponite) + §1£17; (Hectorite)) #1446,
(Kerolite ) iy XRD Q%\'FF, HEE YT IJ?‘[ 77 L H e ‘EJF{%W’ 'F’EJELJ?EPEWI

[11] -
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F 42~ BRI hRO FEHVTET HEHTRRI[14] -

|
Hexaponal Ortho-hexagonal d (&)
HE nelines itk inclices Lobs. . d(d) obs. c.sEJc.
|
10 11; 02 (357) 450 4-50
11 13; 20 (177 260 9.6
24 22;04 nd, 224 2.27
21 a1, 15; %4 (138-5) 1706 1-704
30 33; 06 (211} 1503 1-408
09 98; 40 {113-9) 1245 1-395
31 35; 17, 42 i85-7) 1.24¢ 1.24%
40 {8, 44 (172} 1-124 1-124
g0 37; 28; 51 {151} 1-033 1-031
41 19; 53; 46 (23-2) 0971 0-972
H0 &5, 0,10 10-6 923 901
33 39; 60 25-3 0-8562 0-865
42 2.10; 48; A2 152 0-8307 0-851
al 1,11; 57; 64 16-3 0-8066 -8067
B0 0,12 66 13:2 7500 7490
43 3,11; 4,10; 71 41-3 07419 0-730
52 T8 84 2,12 130 07204 0719
6l - 1,18; 68, 75 12-8 0-6874 0-685
44 B 4,12 n.o.
70 17, 0,14; 0650 .
. 53 82; 3,13; 5,11 13-3 { 0-6453} U-642

G2 2.14; 6,10, 84 1-0 0-6172 ; -B24
71 86, 7%: 1,15 43 0-5067 0-507
hd 5,18 01: 4.14 33 5772 U-5773
63 93; 6,12; 3,15 15 {-5681 (-FB8
80 0,16; 98 07 0-558 0-562
72 2.16; 7,11; 65 18 0-5506 0-550
81 1,17: 8,10; 97 24 05204 0027
55 5,15; 10,0 04 05205 -523
64 10,2; 6,14; 4,16 4-2 574 0-517
73 10,4; 7,13; 3,17 39 0G-507(0 0-507
90 0,18; 99 05 0-5045 0-500
K2 R.19; 10,6; 2,18 2.8 0-4910 0-495
91 1,19; 9,11; 10,8 15 0-4751 .
a5 111 5.17: 6.16 15 ;0-4719} e
4 4,18 7,15; 11,3 15 0-4669 0-467

Data from normal beam tranamission patterns of oriented films {(Finch and
MacEwan, not hitherto published).

Hexagonal indices hased on 2=5-18 A.

Ortho-hexagonal indices based on ¢=518 A, b=+/3a.

n.d.=nnt determined; n.o.==not observed.

Liensities in brackets are from X-ray plLotographs.
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Fe 43~ FATEIER A UL E?J?ﬁ?ﬁ%? (00/) »

00|/ 20 wpm (°) d sy (nm) 260w (°) d wwip (nm)
0101 7.49 1.178 7.50 1.178
0102 14.99 0.589 --- -
0103 22.48 0.393 22.48 0.393
0(0|4 29.98 0.294 29.98 0.294
0[{0]5 37.47 0.236 37.47 0.236
FA-4 - TSRS A PRI (007) -
010|171 20w (°) d sy (nm) 260 wwin (°) d w@ww (nm)
0/0 1 6.35 1.391 6.35 1.392
0/0)2 12.70 0.696 --- ---
003 19.05 0.464 19.05 0.464
0/0 4 25.40 0.348 25.40 0.348
005 31.75 0.278 31.75 0.278
Fe4-5 TSRS BES BugnA (000) -

0(0] ! 20 s (°) d #pw (nm) 20 wwin (°) d www (nm)
olol1 4.65 1.898 7.49 1.178
0lo]2 9.30 0.949
0lo]3 13.95 0.633
0lol4 18.60 0.475
0lo]s 23.26 0.380

4.2.2 ~ B+ T RSTETS T

~ R B FOREHE R R IR AR S R - i
RA611F Vit DTG fliastir I Z 5+ TRl i -4 557 100 = 300°C V] »
0T | A FLFOSEE 500 2 1000°C » IR 4-8 Fr
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i

S T L O T
200 400 G600 800 1000
Temperature °C Temperature *C

N S Y O S G O {
0 200 400 6DO 8OD 1000 0

[ﬁ[ 4-8 ~ Dioctahedral Smectites +=3[[HVEE 76l A-ZL i+ > Clay Spur » SB[
11 B-5¢it+ > Santa Rita - fﬁﬁl_f 5 C-F1#H T (Beidellite ) > Black Jack Mine »
F B /] D-F I Beidell S B S 270 E-#45L 7 1 ( Nontronite )
Hoher Hagen > Gottingen > B[S F#R45 7§ € <4 171 Chloropal ) » Hungary ;

G-volkhonskoite, Groschlattengriin . s - [61]

H1l! 4-9(2) DTG fliast HERHI AT -RpOE e 50 #71128°C (AL gl
O LR PR FI R S10 71 654°C » 2 PR IR 4-9(0) A VA 73 447
PEER 4-9(a) I W A E R TR P F (IR LA 7 500°C i
FOENE R e F RSB B I o & PO B s 1= 3k o e fie et
i' 0 B RSP S (PR | TCP 53 PR 50 i BB ¢ T Tl
O RS RILE pRFAETRORE > 115k 4-6 FOREH M 1 HITEES (O 5 R 4.423% 57 Bl

HDTMA #I MAOTMA ¥ i Jif = 858 A1 217 ppm > [i5i" A EES 2738 F 105
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PRIV s JJE TR ST 1) U

Fe 4-6 ~ F AT A S (54 A A1 B [IY ICP-Mass 55T o

7 R \EE| Na Mg Si Al
Bt wt. %
F S A 4.42 1.47 20.44 6.23
RNt A 8.58x107%| 1.58 20.85 6.15
RSt B 2.17x107%|  1.57 21.24 5.93
102 0.05
510.72°C
94.44%
Ay L0.04
] 654.51°C P
o1.00%
= OO :’E'J
2. =
S - _
P
LOOl @
O
858 . . —— , , — , — —— — _7_['\_01
0 200 400 ~00 200 1000

Temperature (°C)

(a)
[ 4-9 ~ ZEEEFAEGE I () FE TR 5 (b) F

B (204 B (VR

47

BEFEE A(e) ®



Q

%)

A1 4-9 -

'6)

Weight (

Weight (

120

0.4

1004

°c)

[

Deriv._Weight (%

-0.1

: . ; : . . ; : . . T . . .
0 200 400 SO0 =00 1000

Temperature (°C)

(b)

105

alale)
L

°c)

T
(]

Weight

FO.0O2

Deriv.

T T T T T T T T T T T T T T
IoTala ‘¥ala INata [=TaYa
L AU _1 (W19 [s1W10] ol

Temperature (°C)

OO
—U.Ua

1000
(c)

Feh = E|
VEIE

\
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4.3~ TREIR S BSBHRS F H AAOR A T A
431~ XRD 537

[l 4-10°22 4-11 55 RS T IRE SRl € RS54 AU E 5
Bt BRI R W PPRIERD XRD [ o R A e 20 = 15 =
25° /R Jg‘ - P A %:g'v&ﬁ%; i 7= (Scherrer equation ) Ji' 7 Rl AT

FL [60] -

1
ln2j2 A

4-1
Dcos@ ( )

A20 = [
Vs

(4-1) 1420 sy i CHalf Maximum Line Breadth - FWHM) - 4=
X G (Cu Ky A= 1.5406 nm ) +D = flifA~] (nm ) » 6= 751 | ( Diffraction
Angle) - NI 47 T o FE (IR > oF e AT > SRR - FE
o S gt P O - SR e @RS YRS ST
e IRl A R TR o TS 4-5 T A Z5

\_—\,..', }:“ El j\ I/ -I\:[':FE# NG h—j\ "‘\E':'FEIEI@

. 1— = 2B eI

AL @ = 1 I 1 Il [ F 1000/

T T

FI 1% 4-7 aﬁﬁ“,;@:ﬂ AR ()% éup[ “’“*,H[[@FETE/\JEFE% F:'*,ngg XRD 55 i N B

TS T R VPRI DR R ok W PRk 20
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= 2.5°~10° VR F R 5L i SEHE R 4-5 101 20 = 2.5°~10°08 51 4 (001)
[E T [ f= P AR > Pk RSP FIERCE 02 SR el T -
FP RS AR A ] R E S AR 4 7Jﬁﬂ$ ) f[" celE e (Exfoliation ) 7
= I3y MMT 5B SBAOS Al SBB20 1 BVRTE (576 B Lo - A1
Y d {153 H]l%% 2.04 nm #{11.44 nm> E==f 91 *‘J&&}El’sr@frmjﬁb%ﬁﬁj @i 1.90 nm #11.39
nm FEEEHEF > [T T F e = S RS e R (Intercalation) 5
ARG
R RVR AR RIS BB TS 5T RIS I B
XRD 73 P N T b el A Rl TR Sl S P B REE R A Il
JEEFAP AV OT e HOXRD SHRPRETAI2 A 5 R R > H O 20=
L 2.5°~10° 1 [ e | PEERAOREEFTIE 5 MBI 1Y (001) i ﬁ’ya‘;‘_, Hp ]
R AP ZEROEEROERIAG N (DL 4-10 22 4-11) P oo
SR 55 feaifdd - i) 20 P REE SRR AL IS ) eV R PR R
B 3 2 iR S AR T BERLGY (RS PR R B LINE 1 T
AR TEER Guak o Al BT R ALIG Il VR B 5 AR
R B N e M i BB e R P L AR S

52+ e o EJj?SfW‘*'ﬂIW?&/ﬂE,{FﬁF[ U, FJ" °
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Intensity(Counts |

3BAZ20

1BAZ0O

o 7 Tzo T 3o

20(°)

)

i 410 R SRR AR ASBURBTIELY XRD [ -
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Intensity(Counts )

‘10 200 3o 40
20 (°)
i 4-10 ~ G2 PR E TR € B3RS BRI XRD [ -
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o 4ToRE T R ER R E B U T PR R ) A7

s B iy .
=6 |20 (°) | d (nm) r_h%ﬁlrj i 1o A -EJF& %, FWHM | D(nm) mEEFE[lll@
1BA20 18.49 0.48 297 2154.2 100 6.05 1.3 0%
3BA20 17.96 0.49 922 6344.0 100 6.16 1.3 0%
5BA20 18.28 048 717 4873.8 100 6.07 1.3 0%
1BAOS 17.99 0.49 1002 8767.6 100 6.23 1.3 0%
3BAOS 17.33 0.51 1086 8213.7 100 6.10 1.3 0%
17.56 0.50 691 5336.0 100 5.96 1.3
5BAOS 0.9%
4.30 2.056 315 56.2 1.1 0.16 64
1BB20 17.68 0.50 1144 9320:1 100 6.16 1.3 0%
3BB20 18.20 0.49 1238 8526.2 100 6.06 1.3 0%
17.48 0.51 1447 120752 100 6.38 1.3
5BB20 0.9%
6.21 1.42 105 283.1 2.3 1.89 4.2
1BB05 17.61 0.50 1175 9073.2 100 6.22 1.3 0%
3BB05 17.70 0.50 891 6961.8 100 6.20 1.3 0%
5BB05 17.79 0.50 1103 7768.5 100 6.00 1.3 0%
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Intensity({Counts )

3BB

1BB

20 (°)

[ 4-12 ~ GEREE TR PRI E S Tt BRUR TR XRD [l -

432~ TEM 537
TEM SIA7 i 1 3 o 1 AR R Il A > R [ fﬁaﬁ#‘p}?ﬁ 153

St e BRI BT S b - Ty e e RS T 4 AR TR TS
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PR B E S OO -

[ 4-13 £ SBA20 .V TEM R fip - flifjl 4-13 (a) e o Bl oo e
Pas SN RE PV G > S OIS 200 nm o R IR R ] R
=a4 1 pm 5 éli}ﬁ' f U1 q%ﬁ" R /;*4 %Eﬁaﬁ—ﬁqﬁ' (Selected Area
Electron Diffraction - SAED ) &7 ¥ [ FTRIEUEREL B ETaifdg » M5 e 7 3
SR LD 5T e 1722 XRD SRR @ [ 4-13 (b) K[| 4-13 (a) {1
ST+ IR I/ﬁ ,sfrl SR LR SV EIRET $9595% 7 nm > qgﬂl FIp e J‘}Sﬁﬁj}
HIRIERORRINS T - R e o R RI R TG XRD 5 R R
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