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Rz, Si%F /MBI THLH A Y AR—F 22U % (MPS : mesoporous silica) 35 Lt
J@KAY 7 (LPS : layered polysilane) % &2 U 7= #iHifid& BLAIME Si 2T/ MBI %R
MR G & | ALFER, WE 7 m e AT K 20O E | BREFEmEMRER D 5L,
Li ZREMAEI~DISHZ M & L, £ OMRZEE LS L TRET L7z a2 £ Lo,
INHD S RT /MBORERELEEZ L LOIZLDTH S,

MPS DAkl 1990 AERFIFAICHE Sz 19, B 2~50nm OFAL2SHAIE L <A

< TBIHIME T 22 2 A3 2 I\ LA o hicip TR Sz, MPS X, fimls
PEFIDIKH T U B ek TR D DV 3R S B2k L B Qb L7 b 0 % |
AMEET DI & TYY WBEZIAR L., BERT 22 LTIV EZRERSEDLZLIZEV G

b5, I EAVDOBRICHANZEN - Y IMETH L (K 1-1),

BAREF '
e.g. Si(OEt), Si(OH),

* “wc. BABE
gt Si-OH-+OH-Si
. —+8i-0-Si+H,0

- FREEHEH
" e \.l Si(OEt), + 4H,0 RS L l frx
'g,,s'/’g .\ *Si(OH)+ 4EtOH GER)
FEEMEHE] K

FEEER

1-1. MPS Ak o ¢



TERDZHMELTH DIEMERI L OV Y B 7L, MOV A XR I 7 v fl (< 2 nm)
mb~7 il (>50nm) FTEWVEHOMILEZ F—HEOTITRELEDE TV, M
DY A XE L OBESNZE—M, BAMERE)N -T2, RUCSZHAMEITHLEALT A M
Bj—t, HAMEO S DMILEZFF> TV D2, ML A AR I 7 nfLIZRES LTV, D
Y MPS &, Btk BAWEO S HERAY72 A VL (2~50 nm) ZFFORTHEUED H
LMEITH D, ZDX ) R AEFFO MPS X, ZHE ClTkkx R B~CHBE STk
v (X 1-2) BETHENTRNTWD, BlzIX, Miflx /78 e LTRIT2Z &L T4
B /BT H AR L 5O ERIR T TOREAMEE L LTRHALZbD 9BEL O —RrF ) Fa
— 7 EHOEE L LRI Lz b o 8.9 MIFLN OB IR &K O ILBED o U T & A HE
fid 5 2 LIC K BMAERIRMEAZ SO TRy E LTRIA L2 b o 10 10 S8 5, Kias
TIE. FC BMFEIEA~DIS M 28R & U, I, EHiME0 @ MPS RO G R E | AHRE

fifi~" v & A DR EZ1T o712,

1. +/RiGE 2. 1/ RER
o HRER, DDS
» Bl ATER el 4 B
4
6. t/ES / 3. /58
»aée?amﬁ @ -He . BIFINAR
5. MENK 4.@&@#
» BiE. TRE » RART
SRR, A BE(LER

1-2. MPS @it il



LPS (¥ ; SieHe) OFLUEER TH L mx 2 (M ; SieHeOs) & FETN D
Si? 6 BRNOLKD Y — FOEBROEGHIL, 1863 MFIZHil iz 12, MERFIEERIC
W ONDETAPRE S TWIEEE L7c b O Tlidle o Tz, 1993 A RIED J.R.
Dahn 52X - TS 19, LPS & vu St OfED bif o R E™MTbi, HAl
EELWEHEZ R o7z 817/ v — MEIO B RREREL SN2, T b id CaSie Z iUk &
LTARIN, 0O Si OEZRFEFLI-EE Ca b OH H2WIEH OA F U R Sh
2bDTHY, LPS D Si )/ v— MHEDZERIT 0.265nm TH S (¥ 1-3: MFa, AN
FFmOHENI T DR S %R L, ¢ X CaSie DHAIL Si T/ v — k T4, LPS i 2 K#ins 1
HAICTH D), LPSIFvaFkr b b bictoffloa=—7 Shb, 74 MLIxo kY
ADHBHTEH STz 1415, Ll REAFTRME S Si02127e > T LE 5 Bl
DOWEEE 225, MPS O X 9 RIEIEW B A~DISHIT R b T2y, AiwC Tk, LPS @
BN SINbKDZ L, BIOBHNY FU LAy (LiY) OEE0.12 nm LY HKRE
WZ EICHEH LOEFESIMERRRET ST s Ll ZkE AR s L ToMREERIEE LT,

LPS O fEflE L OMER 7 1 & A L FFIC KR COBRNZ AJREIC T2 I — R o TOWRE 7%

ZlgEt L7z,
si £ 8
- M conc.HCI
Si ‘ 0°C >
P PRI
CaSi,
Hex. a=0.386 nm, ¢ =3.06 nm Hex. a=0.382 nm, ¢ =0.603 nm

1-3. LPS & DA X
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Eo2E AVR—FZATUL (MPS) EEREOER L
BHER 7 1 2 DR
---REVEM (FC) EfER~DIHZEM L LT
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2.1 XL®IC

HEIEOREN I Y U v HHWET 4 —B Lo P 2 WS 2 E R ERTH - 1208,
T BREEOIRBERFIC CO2, NOx, SOx 72 EBREEICAR NN T ANFAET D Z L3R
BTHD, 2. N OAAREO MBI ITHERB TR A | X =¥ —
B RDHNTND, TOF T, KEZ AT —IZ R —BhRIEN, BEICHTHM
THLDOL LTRERMF[FEED TN D, KFTZFNAF—F, He & O 2GS HIZ & &I
BAETHTZHINLX—THY, BREEERY HTIENTED LW FHERH D, KOE
KRR E BSOS &EZZ UL I BERINKUSNOWEITAER LW 2 &b ERER
LV, FCIZZOFEAZFIH LB THD (

2-1),

(k®|A42)

T T T LR T

R KFEE: 2H, — 4H* + de
ARLEE BEE | mxis. 0, +4H* + e — 2H,0
2RI5: 2H,+ 0, — 2H,0

2-1. FC o

12



CBMERIZIZ, 7'v b (HY) (R8I, TEWE, AN 77— B sR
B LOEFHRIEER A 2R RO DD, ZbEMETHEOREN RO L LT
T aR DT T4 F RN DD, FTT 4 A AT =T A 1 ZVIR R DRERR S D X
220X RAKBETH D, 7u b ORERITRERIHRUMEFE LT T O 2 0035 %
HENTVD YV, MIBEICB W TEONEOERNH RSN TV LA/ A —7 L4 r
AV CRFE EKPKFBREG DR Y NI =T HED | BBALH T L2712 hurBxy b
U—7 O & afE L T < Grotthuss B8, IR IC BV TZEBRORARMENMEN G137
B b HsO* & 72 > THENT 2 Vehicle S CTH 5, 7'm b OBEERE L LTI, Bl
O Grétthuss HERED 7N D, T 7 ¢ A U ITHHMENCH 2 2 & 2 HEEDL K 100 °C
FTLELS, ERMBESEHETTET 2 hAREHEMEL 22 2 EAMBETH S, 71 b
ANREEPNEL R BRND 1 DL LT, 74 A VEAO T B b UAREREEN T v 4 LT
oIz, T b UBRHERMICENEBE TN L2 HET D,

ZZTLERARERGET 2 Z L2 BIUIC, MPS #ELJSH LILL T O 3 FEEOMEIO A
AT o7z,

O F74AVERRICT 8 MARED DD Z VR EEA LT MPS, BARIIZIZ7
WFR VT = =)V VIR R FLNICAE AR L 72 MPS iR (1% 2-3),

HobA > MPS #EE ) 71 03B D TR B Cd D 2 & 02 & @i I RE T & | LAY
EARTHD Z EnbEdE 7w b ARBEMRHIRFTE 2, 72, J4cnm FA ZOMILNIC
AHERZ T2 Z BT A XL oI/ &< 20 | R EfEI C O EBEEEHE IC KD
PRARBHIFFTE, 2O LNHIRIBERMK T CTH Grotthuss BENRFEBLL 71 b i
HIRET D 2 E AT D,

@ A AR E LN L7 MPS #iE (1K 2-4),

A A ERTIRE AR L2 T e B AREEAHRE S TEY . 300 CLLEOFmNEL
ZEME, RWARE (Br TIERWAEECX D) 28503, A 4 U IRIKOMRFHE L L
T, THEME O @O EERE BEC R 7 Ml FL & BF> MPS RO 2 R 2 HIFF 5 5,
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Q) A A EEEFRE LT AR T = =L ALk v HEfG MPS e
QL@ REIEFEF ST RE2GD 2 2R LT,

SF |,

¢k,
F—C-CF,CF,—S05 H*

F3

2-2. 77 4 A ORI

QSO SO SO

Si-O
2P
SO SO SO é
5y FHEE

2-3. TILX/LT = =)L A L7k o HAEAR MPS oo #x]

)\
L N

B N~ SO,—CF,
~SO,—CF,
A F iR

X 2-4. A A EKTEE MPS RO

14



2.2. LA E\ MPS A RS O
2.2.1. IZL®IT

MPS #ifli% FC EMFER~ICHT 51047 > T, MPS #EOMFLIL, FCEMmFH D7 1
ORI E L THHT 2O@EP TITE 1R 2 EORWERHEZFFONENH L, D
7oz, MIFLBEHIMED E < . LI EREN H 5 MPS iz ST 2 L ERH H, AE
TlE, MFLOELFIZS cubic, hexagonal ™ 2 f¥HD MPS #IEIZE L T, MIFLE WM % & <
TLEMSEMEOBE. I L OHIFLOEFiME 2R3 2 B A THIFLHIZ HaPtCls KK A A
NC PLRIT-Z INEFHICA KT D 2 & 2T,

2.2.2. EB
2.2.2.1. MPS #EEDA KL

MPS &L, YA NEERCCER L 9, X 2-5 IR X 9IC, VWL
DEMERD SIRT FT A ¥ T2 (TMOS) % R KEEIE TMAS R « BiARG L
THRY ~—RIZHEA L, A Y HFLOEFR & 722 2 FimiEvEAl B L ONREFE O - ofikis
XO=% /7 —) (BEtOH) #/zx 52 & THEM LT, EEIXY WIRIKZ EWRICT 4 v 7 a—
ML7ebOaFETLZ L TERL, ZREBRT S Z & CHUMA LK S & TR A
VLA G, MIFLE I E D MPS M2 GRS 27280, TMOS & MUK53fiE - B
BT D7D OREIEHERORA &, WEBKRKOBRE, 7 ¢ v 72— MEO RIS E %
et L7z,

BRICIE S E LT R U7 2 07 RE TMOS, FmEiEIEAl & L TR ERA 7 25
VR AFALT oE=ULZBT4 K (ODTMA) % H\We,

cubic (Pm-3n) MPS Z & 14 % 72912, TMOS 15.22 g |2 2N-HC1 100-1250 ul., H20 50
ml Z R4 L, IR T 1 RpE#E L CHIaR 2 (F5 L 72, ODTMA 5.80 g 4 EtOH 20 ml,
H20 30 ml, 12N-HCI 100 pl TS 7= b D& FRL L | FIEIVEIRIN 2 C 40 4y H#E
L. Si &FEiEHAIO Y VERZER LTz, 2O Y VRO FAER72E VT TMOS -

ODTMA : HC1: H20 : EtOH=1: 0.17 : 0.0022-0.0041 : 19 : 3.4 Th %,

15



[ SIOCH3): (TMOS) |

N:::] =

= HCl, R E D5t
«—H:0 + 2N HCI
I I |
A O 0 0
|Linear polymer of silica | l ' '

—?n—()—&n -0 -Si—
I I
0 0 O |n

' ! ! - TemplateiE & EDRET

«—— Template (|(C1sH37)NMe3|Cl) + H,O

A

. . e e 5
Sol solution of precu rsor| Dlp-coatlng E#O)ﬁlﬂ ?\AEE@@ Fl-]-
<« H20 +EtOH @
¢ Dip-coating on glass
or silicon plate 400nm

<«———— Drying in air at 373K
Calcination in air at 673K

v Si

Mesoporous thin film |

Mesoporous silica film

2-5. MPS 7D & % 71k

Hexagonal (P63/mmc) ##i& DA ARk 3 235413, TMOS 15.22 g 12 2N-HCl1 50-500
pl, H20 30 ml #{B4& L CEIR T 1 R LHIAR 2 ERL L. ODTMA 3.41 g % EtOH
20 ml, H20 10 ml, 12N-HCI 100 ul THEMFES T2 b 02 /FR L, #IHIEIRICINZ T 40 4
fEFR L. Si & SUEIEMEAIO Y VIR ZFR LT, O Y VRO KA 72T VI
TMOS : ODTMA : HC1: H20 : EtOH=1 : 0.10 : 0.0021-0.0034 : 7.7 : 3.4 TH D, Z D
YR A Y 2 moad B2 20 mm/min O—EHETT v 7 a— kL, ®ELE,
T4 v T A= b EATHBROREFRAKE 5%, 356~40%. 7T0~T75% 7 3 F¥E Tl L Tl
EL7z, U ar v ORBMODIHGYRZRET D702, iE 298K D7 7 v (HF : H20
=1:50 {RFEL) HIC 1 MIRE L, A A4 2CHK TR Lk Lz, vV 2 v ki
TERLL 72 Si & FUmEiEPERID D A2 WL, IR T 24h fHET 5 2 & CTHEL, 373K T 1
RFfRTRCER L7, IR IR 673K T 4 FFfBER T 2 2 & THRmEMAIZREL, U %
B mER DL LT,
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2.2.2.2 MPS LN TO Pt F /BT DERK

HH & 4B R HoPtCls KIEHK (15 wt%) & Pt & LCTHW=, v U ar oo BICfE
B L 7= MPS W54 24 R B 2208 L, 15% H2PtCls : EtOH : HoO=1: 2 : 2 ({KFtL)
DOFRFIZER L, 10 B ERIEEC /T, 24 BIEE Li-, ZOMEE2 R H L,
BT T AR TEDNIZHZEE VAR, 24 B EZ288 8 L=, T Dk, 10 torr DA X
— /LKL 10 torr @ He0 75K 2 H2EE/VITE AL, UVt (300-600 nm) (2 72 K]S
L. H2PtCls & Pt (T30 L7z, Pt R F-IZEEOMIL P OA TR <, HIEERIC HIER S
7o O PtRIFIE, HTRNICSE -7,

2.2.2.8. 5T

Gk L72aBHE, MPS OMIFLEHE L O Pt ki + R 2572012 X #ar (XRD : X
- ray diffraction) . %@ E S (TEM : Transmission Electron Microscope) #&1i%%
ATV MPS OREEF 217 - 7=,

XRD i3V 7 7 8 RINT-2200 % T BIESRAFTHIRIC CuKa 2 v DS 0.5, SS 0.5,
RS 0.3 & L. EERBLOEMIL 40 kV, 30 mA IZHRE LT,

TEM #2213 JEOL % JEM2000EX % W Tf7>7-, TEM 8 oikhx, vV ar v
INAPBEHEHNTHIV RS20 D, HLHWEI~v A7 h—A80rL7eb D a Huiz,

/513 ULVAC % Dektak3ST % H W CHIlE L7z,

2.2.3 R

cubic & hexagonal OMIFLIEE % R0 EI%, ODTMA/TMOS=0.17 # L 1 0.10 TH L
s ZEMER S NIz, ERBTIC, AR T O HCUTMOS LB KO (v 7o —
IR OV BE D Seai (b S FLJE P D m WV MPS IR A G AT 5 5:fF & LTEHETH L Z &
binotz, K 2-6 1%, Fie 5 HCUTMOS b TA MK L7 RETEVEA 2 BER bR 2 L 721% o MPS
WD XRD /% — T 5, FFEHIE4 4 cubic it a= 7.6 nm (IX 2-6a : HCYTMOS =

2.33X103), hexagonal | a=4.5 nm, ¢=2.0nm (X 2-6b: HCI/TMOS =2.82X103)
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ThoTr, WHEEOHBITE B2, HCUTMOS ks v — 27 IS8 42 KIFT 2 & b
ST, BHIROE S XITE A EH— (cubic: 380-420 nm. hexagonal: 480-530 nm) T Y .

E— 7 BER SN D L ITEEOMAMEDEWIMOm S EEW®WT 2, B, E—27 OB
TAHEFTAITE DR D D08, A VAW TIEELA /NS WO T, BREERE LD

Z DORE DRI 2SR,

" HCIV/TMOS Ir rati
moalr ratio .
a Cubic
- —216x102 e
g 50000 —2.33x10-3 10000
e 4.05x102 §1000
B 40000 NE 100
Z 1 10
2 30000 1 L L1
% 1 2 3 4 5 6
~— 20000 “ 26/ degree
10000 R '
| JU
. 'y
0 i N r : . e e e e —_— Smamemma
1 2 3 4 5 6
20/ degree
25000
| HCVTMOS moalr ratio
[ b Hexagonal
. 20000 —214x10-3
= i —282x103
e 15000: 3.09x 103
(1] L
~~
>
£
£ 10000 |
() L
ot
£ l
5000 |- I
I |
i J:(\
0 == A R g e
1 2 3 4 5 6

26/ degree
[X|2-6. BERLHEMPSHEFEMDOXRD #3 4 — > a. cubic (HC/TMOSE /L Lt = 2.16x10-3, 2.33x10-3,
4.05%x10-3). b. hexagonal (HCI/TMOSE /Lt = 2.00x10-3, 2.82x10-3, 3.37x10-3)
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2-7 1%, cubic DA 210, hexagonal DA 100 O v'— 7§ & HCYTMOS HD B
BRERLIEZLDTHD, E—7MENKE & 725 HCUTMOS X, cubic ®#4A 0.0023,
hexagonal D34 0.0028 Téh »7-, HCUTMOS H238/14 % = & T, TMOS DK iE
PRSI D, TMOS ORGSR O S 1L, TMOS OKBIEOEIGNEL 78D Z L &K
L. TMOS & FiE Al A 42 & OBFENMEE S LD, Lo L TMOS O iiki#E S iEH
PEREI CIEE S LD 2 L6, i@FIZe HCUTMOS e oo#hiiE TMOS OffEd 24k L, =
M A VSO ERIZE 2 REEICT 5, 202 &5, [K2-8127R7 X 92 HCUTMOS

(R NFE LT & BT D,

80000
70000 a Cubic
60000
50000
40000
30000
20000
10000

210 intensity / arb.unit

0.002 0.003 0.004 0. 005
HCI/TMOS mol ratio

25000
b Hexagonal
20000
15000

10000

5000

100 intensity / arb.unit

0.002 0.0025 0.003 0.0035

HCI/TMOS mol ratio

[X]2-7. BERKEMPSHEREDOXRD £ — 7 #E & HCI/TMOSEE O BI%  a. cubic (210 peak),

b. hexagonal (100 peak)
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T SR B

i — EEMEE o B

MK MIENRDHAHHCIREN S WNIFERE
Bik#ES B R Y IS =HCIR EAMEWL T E(R &

2-8. MIPS #iflREG Rl RF 1 i 72 HCL R EEAMFAET 2 BiLER

W, T4 v T a— R F v /N —NOWRED MPS IO RFLE HINEC IE T R BIZ S
T2, X 2-9 13 cubic & hexagonal /i O[5 % fgii 72 HCY/TMOS k. FW T 5,35,
70 % B L5, 42, 74 % THRFEEL7ZH DD XRD /¥ — 2 &7, [X2-10 12 210 B L O
100 DE— 27 & F ¥ U N—HNOWEDORREZ R LTI b D Th D, B — 7 REITImEE A &
VME EHEIN L7, O X1 cubic D354 1 400-560 nm, hexagonal D34 1 480-750
nm CIEE-EThoT, BMENEWGAIET 4 v 7 32— MEOTEBE ORI T DX
211 IZRT X 912 67 v OEERHMEE & o - RICERE ST 5720, JAED®

WA Y 2 RFOMIRDNIER ST & B X D,
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300000
i —70%
250000 | f
—35%
_4:' L
S 200000 | 5%
O - r ’
[um— [
L Y50000 [
> 0 —
o
E= :
& 100000 F
o _
= [
50000 |
N AT _
1 2 3 4 5 6
28 /degres
b
120000 [
100000 F
- L
: nr ~42%
;80000 b
0 [ »
© A 5%
= :
2 60000 [
= _
a _
I :
‘€ 40000 |
20000 | lj
1 o 3 4 5 6
28 / degree

2-9. BERNE MPS #fi5 XRD ¥ — N RIETT 4 v T a— hF v o _A—NBED

®%  a.cubic, b.hexagonal
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[X12-10. BERRFEMPSHIEOXRDY — 7 BRE L7 ¢ v 73— b F v L X— NI E D%

a. cubic (210 peak). b. hexagonal (100 peak)

BB AR REEALEN
AYR—S R — SR, BESINRET ARIICEE L

SiRE AR EEHAEN
— StLRRL. BN REL-EZICEEIE

2cm/min

!

Evaporation-Induced Self-Assembly(EISA)
2-11. 7« v 73— MEIZ L D MPS RO RIETE
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2-12, 2-13 [Tl 2 T 572 A VY R—F 23U H i cubic (Pm-3n) . hexagonal
(P6s/mmc) @ TEM 8% 7~9°, cubic A VR —7 AV A% &1 CHI D Blo 7o 3k 2 8122
L7t e, [100] i (K 2-12a) 36 L OM210] @ (X 2-12b), 7= [F—#EFAIZ[100] & [210]
mas (K2-12¢) NS, H—mEiX 200-600 nm OFPH CHEGETE (X 2-12¢, d),
2D mIEBEICHE L TR RMA R 6 R0 o7, cubic & OB O W # (X 2-12d)
D OITEIRRE 2 O HERE TOWS H R THH—EDBR I N TND Z L DBHRE TE 7,
hexagonal #i% o I & #l LoD E BLAIPEE WIS E 2N L o 41, [110] W (M 2-13a,b) B XL O

[100] (X 2-13¢c) HATER T 72, H—miZd 72 < &b 300-500 nm OFIPH T SN TE

V. BARLEITREICEL TV REHN R SR Tz,

Si wafer

2-12. BERK% MPS % cubic (Pm-3n) @ TEM 4

a. [100]. b. [210]. c. [100]+ [210] D HE 4 L Ov d. Wikt
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2-13. BERLP% MPS 3% hexagonal (P6y/mmce) @ TEM #

a, b. [110], c. [100]l0> FmEifes Lo d. Wik

MPS D HEFL O RN 2 fgsl 3 2 BT, HIFLHIZ HoPtCle KIEIK 2 A4L T Pt ki %
JREPIC AT 5 2 & 2ilkAirz ¥, X 2-14 12 Pt KO FIHEF% D cubic (Pm-3n) k%
F§o MPS #0 HRTEM 44 7~7, Xl 2-14a,b (% Pt Ko 7-FEHEAT, X 2-14c-f 1% Pt B 778
H#%TH D, X 2-14a,c1%[210] @, X 2-14b,d 1X[100]H 2/~ L, X 2-14c,d HIIET 1 7
U7 N7 LERT, ZRHDOMG, RWEEE (R 0.17 pm2) (2 6.8 nm MHRDIEH I
B O EHIPE 2 5 cubic (Pm-3n) f#is MPS RN G CEI2Z & T4 777 M7 T LN
ARy MRETR > TWD Z ENBRERIEPIEFIZE N T LR SN, X 2-14d ITRE
<HROND (KPR Pt B3 4 nm Th D 2 &gz,
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2-14. Pt ki 7% 4 cubic (Pm-3n) MPS #[» HRTEM {4 a, c. [100] . b, d. [210]

(X D RENE PtoRLF)

cubic (Pm-3n) OMFLIT. WADIZL Y ZoDHF A4 XD — I THR SN D 2 & R S
TN D 9, B 513 cubic (Pm-3n) Hii % F> MPS ¥y K 4 & T BAMEI CHI% T2 2 LTk
o> THEHBEMIZZ OMFEEZE L, A-cage, Bcage L4 S F7= 2D — (A-cage D
FRRKEN) Mbed 2 & &G Lz (¥ 2-15a), X 2-15b 3 L UY 2-15¢ 1% cubic (Pm-3n)
@ [100] BLW [210] OET NVERT, [X2-15b, ¢ Z8I1F 2 A-cage, B-cage DAk,

JER L7 HRTEM £ [100 I3 L O [210] (X 2-15d, e) EEEPILTERBY, 202 &iXiE

25



& A EETD Acage, B-cage [Z PtRIFAFESNTWD Z L &2Rd, Zihid, PtR+o
JFEFCd 5 HaPtCls KVEIK DSAIFLZ JRHPH Tl > 72 2 & 2 Bk L. LA AL 23 - C
WD ATREMEZ TR < R LTV D,

HRTEM %D < 2220 PtKi - (B : X 2-15d KED 1L A AR KREWVWE I ICA OGNS,
ThE, TREORL S Pt (X 2-15e KE1) OFINBIES M LETHERONTND
ZENRKN EHEERT D,

c| GO0 GO0

cocpoeck

2-15. a. cubic (Pm-3n) @ A-cage, B-cage #15E7 /X, b, c. [100], [210] ® A-cage.
B-cage #1&E5 /LK, d. [100] ® HETEM # (K$ o &HIE Pt Kiv-) . e. [210] @

HETEM & (XIHORENIRE DR D Pt K1)
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Pt Riv-% F5H L 72 MPS #if<> XRD /3% — 2 %X 2-16 (27T, [ 2-16a > 5 HIFLE
25 Pt R FRIEAT & [FERIZ cubic MEDSHERF SN TWD Z LR TE, X 2-16b 206 Pt
F KOS (fee) 111 & 200 IZHKT 27 m— R —7 MR S iz, Pt kL
T#1% Scherrer 725 2.7 nm Th D LB S47z, T4 A-cage. B-cage D 2D/
— VN PLRLF-OFEETH Y . TEM BIEEDHKEWTT D A-cage WHLF-23) 4 nm & KL
HONTRRNPOEZDEZYETH D,

Ferx DHMBIRY | ZHUE cubic A YV R—F ALY A EBEHIALNIC BT B mE R RET ki1
BEOHD TOHITEH D 10,

LEHIG
LEHIS
LEHK
LEH3
LEH2
LEH]I
LEHN

Intensity [counts]

300 Pt

Intensity [counts]
=

35 40 45 50 55
26 [deg] (Cu Ka)

2-16. Pt i +&H cubic (Pm-3n) MPS #fE XRD /8% —

a. A BEREIR, b, A R AR
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2-17 I% hexagonal 11 Z £f-> MPS EEOHMFLHFIZ Pt A RE SN2 H DD TEM 4 T
H %, 2 HIX cubic K (X 2-14) 12 & Pt F /K7 O JEHIEDS HHEICHEGE TE 2o 7,
i, Pt SRR S EINC MPS IO EEBIMEME S 2o 7 2 & DN EIA & H#E

%‘E‘@‘éo

2-17. Pt Ki 7-& 4 3d-hexagonal (P63/mmc) MPS #J5> HRTEM 14

a. [100], b. [110]

YL EoRE 6. ODTMA/TMOS R& k{3 5 2 &2 k- T MPS OfifLigE %
BV 31F 5 Z &N TE, TMOS &K T 2 B> HCUTMOS DiEE A ik L. 7«
v 7 a— b HEOWERER A E < T 5 2 LIS Ko THIALEHIED @V MPS 2 4 T &
7o W, Fiz, MPS HRLOMALNIC Pt R 2 JAHEHR - BHAIC T TX 5 2 & SR S

10 MPS @O FLITEREN 8 D Z & b o Tz,
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2.3 MPS HEE~DTIVF NV T = =)V ALK EDEM T vt XD
2.3.1 FL®HIT

T XN T = =)V A )UK v FHER MPS #iEIT, £9° MPS BIEIC T A3 LT = =L iK%
B, WIZZEDT = = VIKZA VR I BT 5 2 B2 Cam Lz, T%L7
= = VEOEMIT. 2 E TORFITEWT MPS #EOMILN ~FHENTT 5 54T ik

L TWABY Ty P TR Z AW FiETIT> 7,

2.3.2 MPS #E~DTNFNT = =)V A VKR EOEH T 7 & X
2.3.2.1 MCM-41 ~DT7 VXN T 2= VEEFEI S v 7Y v FRIOEM

MPS #[5 Cix NMR 72 &SRO LB B o R O OBERVIC L 0155 Z L IEK
HThDHI-0, FMELE LT MPS iR TH 5 MCM-41 (BHFHFANR) 2 HNTAEE
1ToTee MIALND 7 = = VANV KR OB ZE 2 HHIT, TAFVEHOREINELR S 3
FEHOT NN T 2= VIEEH YT v 7V v 7T D phenylmethoxysilane (LA
CO : {75, 2-18a). 3-Phenylpropyltrimethoxysilane (LI C3 : F— RH#FZEHT
#l [¥] 2-18b) 1 L Y 5-Phenylpentyltrimethoxysilane (LA C5: F— RAFFEATHRL, [X] 2-18c)
AW, B, LFO X 91247572, MCM-41 0.36 g (6.0 mmol) Z HEE (&
FART F 2 a A, AR hLm 8.4 ml BEONCO, C3, C5 i #E A 45 12.0 mmol
EAIL, NWEMEFRE T 2RO TRIE LA S 115 TX20 h TN L=, ZO%KEM %
MV AN T AIEPERF 217V, S|IRE 2R Lz, B L72#BHT, CO-MCM-41 & X

IIZFET,

b. c.

¢ )-si(oCH,), {_ Y™ NsiocHy), { Y Nsiochy),

X 2-18. TIVF N T == )VHEHF T T 17 ) > 7 Al a. phenylmethoxysilane (CO) .

b. 3-Phenylpropyltrimethoxysilane (C3) . c. 5-Phenylpentyltrimethoxysilane (C5)
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2.3.2.2 TNFNT = VEEAM MCM-41 D X )Vk 1L

2321 TERLIZT NFNT = = )VIEMMCM-41 DX ¥ U EBIZ AV R B & Effid
L1z, 7aa AR U (K2-192) AW IGERF Lz, SOCHfEE LTiE, 7
0 u ALK UBNE TGRSO T AR LD ONWE T =V ENSE A E SN, T

VXN T 2 =V AJVIR VR EEIRNAERT A Z ENEZBND (K 2-19),

a
\ O 0
1SR I AUBH, I
PR N A ) + CHS—OH — Lipe NAA )S—OH + HCI
Il I
O O

X 2-19. 7 /LF )7 = =)L IAESF MCM-41 O A )Lk ARG

(a:7 v ua ALK )

7 man ALK CERIE, FRERECR), R, 3 X OVK & ORI TR < BRREI IR & hTER
WS DR AR > TS T7c ), MR TS ZED 2 Z ENEETH D, IGEE
ZX 2-20 12759, 200 ml F AR T 2212 UFEEZRDY 0, —FHIomHEAE, gk
AR AT 5, GEEICIZ =2y 7 2RO Ar TAZ L, R 2 (HC) (3%
FekFEF MY U LKEKREDOT N ) ik B L THNT 52 & T Lz, ROSEEE
NIZIZHHNUDT LI HAZFTL, b— h T TMET 5 Z L2 k- TR ERIE
L7z, 2.8.2.1 THRKLIZT VF L7 o = /LEERT MCM-41 % 0.25 g, FiytflidEsd 1,2 ~ 7
noxX 100 ml 2R — 2 HWT U FENDS 200 ml A7 7 2 2 A, Fotht
Y oo 2)LRCFE%E 3 ml (50 mmol) HEHERTEHDY L0, UFENL AN, Zhvadt
A JLNAT 50 ‘CX6 h MEGEFE L, 22/ 200 ml O~FH 2 12JEA L, OMNIPORE #
Mt~ 4 L% (Type JA, 1.0 pm) TS| Al Liz, £O%, RGO 7 v v XLk o
ERETHEHIHTL2 YV raxZ o2 W TARBPEEZITV, R IZKZ RO T A
EATo T, BBHIRMEZ 2 HATVW, BRE R L AT o770, &AL 72alBHE,

S-CO-MCM-41 @ X 91237,



2-20. 7 aa ZAJLIR UERIC K D AIVIR ALD T2 D RS E

2.3.2.3 T

AR LTZEHE, T o v 7Y o T tkEs KO VIR  EERiTR D MPS OfiFLIE I &

BT 57202 XRD #4170, MPS ~DO 7 V¥ )L 7 = =)L ALK FEDEM 2 Wil 3 5 7=
DIZ No W R, 7 — U = ZBHRSN R (FT-IR : Fourier transform infrared
spectroscopy) . &KL (NMR : Nuclear Magnetic Resonance), 7~ » 47 o7 #r

(Raman spectroscopy) % H|E L7,

XRD [F 2.2.2.3 |ZRCHL L7 5o & RERICIE L7,

N WAERHEIL, 2T V7 A A =27 A% FEfH - MLoAHERE Nova3000e % T
HIE LTz,

FTIR %, —F=ab— - Uy N URASHEL Avatar 360 2 VT, ATR IEIZ L VR
BEDIRIHRIL IR 2 I E LTz,

NMR i%. Bruker & AVANCE 400 Z HWCHIE L7z, 2981 NMR 1%, HIEFiE%

DD-MAS. HIEE$% 79.5 MHz, 7L AD#: 0 & UK % 60 7. FE& %% 480 [Al,
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7OV ANEE 3 usec, MIEIRE % =R, sUBHEERSE 4 5 KHz & L CHllE L7z, 13C-NMR I3,
HE T15% CP-MAS, HIEMEE % 100.6 MHz, /v ADHRD K UK Z 2 B, FERE A%
Z 9000 B, HEIRE 2 =R, aUkkHElEREz 5 KHz & L CHIE LT,

T~ UaEIC K DMEIX, ARSI L —Y—F < o tEEE  (NRS-3300) 4 MV,

HEmEZ 1pume & LTIiTo72,

2324 R

Z VR ALETE O T L F LT = = LV HAEM MCM-41 @ XRD B R %2 X 2-21 12757,

4000 B 1006/ 4/75 ™ e .
ATE FEHET CaA-hAC =41
3300 | 8 e
Sniests — CmMON41
3000 FAllup-: D05 SS05 RS03
- —_ MOM-41
€ 2300
£ 2000 f
[1:]
g /\
£ 1500 -
e
Z 1000 | A
= : /J’ / %\_
O 1 1 1 11 1 1 PR 1 1 1 1 1 PR 1 1 - 1 1 1 1 M S S i ot il e Tl
1.0 20 a0 4.0 5.0 G0 70 20
28 [/ degree
o (2E: 20005 S CO-MCM-41
BEE T -
ww | b ST o dEAE BRI
SBEE SR A0k T0ma
%EJI?‘“%BT —5 CI3-hC K-
3000 SiJut-DS05 SE05 RS0
—5 CHE-MC -4
325C0
- WC W-4H
< 000
£ o i
> Jl
-
Z oo l
| =y
z / L
O 1 L o e
10 20 30 40 50 5.0 70 B0

2 & / degree
2-21. TIVF¥ )L T = =)V H(ERG MCM-41 @ XRD /3% —

a. ALK U HAERRT, b. ALK BT
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INHORERNL, B TOBAENTZ 20 = 2.5 ° ONLEIZ MCM-41 ® 2d-hexagonal
s 001 ICHRT D~ 2MRTHZENTE, By 7V U IRIGH b AV ALKIE
BHMAMEE LR TWDL 2 &R DhoTe, TAFAEHDOL D REWT VXNV T = =)V EL%
BT 52 LT, E—27ENHE Lol ZORKIE, MANICHKEING TN LY
REL 725 2 L THILNOEFRBEN B30 HIFLEE L OEFEEEN RS 2D T b X
MOEPTREDME T Lizled LB 2 D, FRZ, ANBAbE (K 2-21b) THEE— 27 EN
RESKF LD, ZHIZAVK VL > TELICHILN O BHEEENEL ol 2 &
WNRNEEZ D, 728, CO-MCM-41 (2B L Tk XRD JIERITIC A VR ALARRICHER LT
LEW, KEHITH D,

B N B R Z TR D 12012, AR ALRIE O T V¥ V7 = = )V HEHEf MCM-41
D Ne W AERERREZK 2-22 125737, WEFRRIL, MILOT A X TEORR LD R
ViliFl (2 ~ 50 nm) PEET DG EITBERMIC LD DUIWE RS KT 5, MPo
C3-MCM-41, C5-MCM-41, S-C3-MCM-41, S-C5-MCM-41 ORI A YV MIFALOIFEZE 7R~
LTW5, X 2-22a OFEFRIL. BHiTAHTAXLT 2=V EOT LI ABEENEL 2 5HI1F
E N ENHAD L TNWDHZ EE2RLTEY, ZHIHENE L 2 51Z EMFLF D%
BRI L2 2 ERR B 25, X 2-22b 25, S-C3 8L S-C5-MCM-41 1% C3 B k&
O C5-MCM-41 & T E BT NeWag &2 L, ALk B2 Ko TRIFLFEELR 235 <
o TWNDHZ ENHEERSIND, LML, S-CO-MCM-41 1ZEM THDH MCM-41 LV b N2
WAEBESHEML TWD, ZOEBE, Jko XRD 2L % S-CO-MCM-41 12 & fllFLJE B 2317
TELZNNRILD MCM-41 & RE X LPENSTZERN S, S-CO-MCM-41 1 MCM-41

7] %5 D JE B DA FLBE 2 Rf D703 MALBE MR L Tl < 2R DAL B R E < e o 72 2
LR I D, S-CO-MCM-41 OAITARFLBERE M3 A bV JRRIL, #%iko IR B

NMR DOfER E HHOETERT D,
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¢ CO-MCM41

% [ c3-moma .
500 | C5-MCM41

s00 LoMomar |

600000000000 509
200 - /‘“

U o
100 k- ll-llllllllﬁ

~100 (l 0.2 04 0.6 0.8 1
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500 Laad
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-100
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2-22. TILFX LT = = )LIAERF MCM-41 @ No W 35| & #i 5

a. AJLIR U EERRT, b ALK B ERR

KB OB TR D=1, MCM-41, ALK ALEIEZ DO T VXL 7 = = )L HAEHG

MCM-41 @ IR FIERE RIS LA NVR ALHTER OB OMEF DOEA~T bv, ks LT

F\ 7= p-Toluenesulfonic acid O A7 kL& [X 2-23 (Z/RT,
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INOLDRERENBRPIRLEL 9IS, TAFAHEEIRD LT R LR ALRTOT V¥
VT = = VIERF MCM-41 1213 1 B#~ U P U BROEAE[REI SR SHh, 7% Lr7
== VEEIMERMITTE TWD T E MR TE o, o, AR AMEEDOREHIETOT L
NWVHEGBHI I WT 1 BB U BROBAAEMIREI A L, S-CO-MCM-41 O&%E1E
Si-O DRSS L O Si-OH O AR S-C3 38 LUV S-C5-MCM-41 & t~_THfi< it
S, 8-C3 B LV S-C5-MCM-41 72513 P LB DO B RO EANEAIRBI S R S h
oo bEDZ LD, CODHEEIFANKRALEITH) ZETEMLIET VXL 7 = = LEERN
LB L, & OfE S MCM-41 #IFLEMIC Si-OH FENE < AR L2 Z LB HER S 5, ko
N W7 DFEFRIZIBNT, ANVRAEEITO 2 LI > TEMTHS MCM-41 LV HliFL2
REL oo loZ b H2ERTDHE, TIXNT == )VEOBBED 72 & THIFLBE DR H & 3
HELTZZ EDRHREIND, S-C3BLVS-C5-MCM-41 1% P AZLIZ ALK EMERi S vz T
XN T 2 ) VHENAER LT 2 ERHERI S B,

REDOT T U H T R EE. BLORLKR VOB EE TR DT DIZ AR
{EEIE DT L F L7 = = )L IHAEAF MCM-41 ¢ 29Si-NMR % JIl & L 7=/ R 4 [X] 2-24 (2R T,
298i-NMR (3 S5 B — 7 fLEIC L - T Si OfLFEREENHIBIT&E 5, £ SiIchkEs
L7200z k->TM (1f#), D 2ff), T 3. Q (4ff) LI, SHICED
HTHZD O SIVEA L TWAEIC KV FIZIE Q1~Q4 L pFEEIN5, CODEAITA
IR ALRIZICRD DT, C3BLVNCS LUE_XTTHA MRIZEAER NN T, Z
AUE, SIIZ3 2D 0 & 1 ODMILHEEFFOT T o 7)) » 7 HOBEMEITIEE 12D 720
ZLERLTWS, CODEAITEFWIINTED Z LR IRV U B A L CHlFLEE &
SN TWDTDOMILBED > Y I BEFZo|l>kD 2 & THEN L, C3 BELU Cs DIGH
IR B B EIILEORICE TGO T AT VIR D D12 0E TN T v AREI THE
FLEEDNDHEERL L 7e 2o 7o Z E DR E B 2 Hd, Ll D Ne W OFERIZIB N THEMTH
%5 MCM-41 L0 HHIALNKRE S 2o TR, 2T, CO DHAEDHRT IVF LT = =)L
FEAMEMI T X TITHILERE D TEDIZ R > TND Z &M B ANVKR ALOBRIZHEAT S HCL(X

2-19 ) 28 CO DA DAY Y LR EICEA L, > U DMK SES TR LT
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AFLEEDN R E S Ipo o b HEET 5D, F72, C3BLWUCH DAL, ANKR AL T ¥4
R TILTe A A ThoToDITH L TANVIR ALRIT Te.Ts DA A & poTz, T,
AN ACEAT 9 BRICR AT 2 HCL BB > T, Wy 7 U 7RIS (BAKHRES) M
SN L HEZRT 5,

— C0-MCM-41
— S-C0-MCM-41

ppm

— C3-MCM-41
— S-C3-MCM-41

ppm

— C5-MCM-41
— S-C5-MCM-41

ppm
2-24. A VR ALHITHE O 2981-NMR I EfEH a. CO %, b.C3 %, c.C5 %
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ZIVIR AAERTO T VX)L 7 = =)L FAER MCM-41 @ 13C-NMR Il Ef5 54 X 2-25 (2R~T,

7, B L HRELL LTz (MoOMICERRE) 200+ C @ ppm O RS Y #

Z X HIZEL T,

ChemNMR C-13 Estimation -2 ofiL
1 ——
OH h m{L
| 0.8 =
HO— Si— OH . “
(7)) - L
S pfiL
1326 126 £ 04 BT H =

128.4 128.4

130.1

ChemNMR C-13 Estimation

C,Hs

128.0 128.0

128.5 128.5

125.9

ChemNMR C-13 Estimation

CoHs

128.0 128.0

128.5 128.5

125.9

¥ 2-25. BC-NMR 545 5% a. CO-MCM-41, b. C3-MCM-41. c.

1.2 .
mfiL % ofy
1 ﬂ b
0.8 [
>
*é 0.6 m
[ . _ P
E 04 *ETI: b
0.2 = 7
. A\ _
00140 140 120
ppm
12 mi B of
1 c
0.8
>
206 —
§ 04 b o pfiL
£ *EJ‘I: C
0.2 = 4
V
0 o AI_ J L_
02160 140 120

ppm

38

—— C0-MCM-41
= RIEHLYIE

—— C3-MCM-41
= RIELYIE

— C5-MCM-41
= RigtHYfE

C5-MCM-41



2-25 OFERI D, HIEM E AAED  EINEIER UALEICIFE L, o, m L& p, HRITHE
OEFLEAF 2 11 LEMDONCEUBRICHE LAERARE SN, ZoEBLDT
29Si-NMR OFEFR S, MCM-41 IRV BUBRPEND Z &2 EMiTE T\ D Z & 23k
WT&, 270, ORI ML CO-MCM-41 OB UVBREMBIIMETH D Z L0
HE2I D,

WIZ, AV ALED T N F L7 = =)L IEERT MCM-41 @ 13C-NMR HIE 5 £k L =
FNARUB D p L, oL, mALi-SO:NHe 3 (-SOH DMLY : BEME+5) M E#
L7340 C @ ppm RAES 0 %K 2-26 1277, [X 2-26a DG ENHIX, K 2-26b, ¢ &
B0 E—73BHENT, 202 &5 CODFEIFALKALTEEZRDL Z itk T
ERDBHBE L7 B2 bhb, BIHRITERO L0 THDH, £/, C3 BLO C5 &S
LT AFNT 2= )LHOR B VBN AILR AL ENTANE Z MR T 57212 [X 2-26D,
c FIZiZ, ZFNARUBUD p AL, off, mLiZ-SO:NHe £ (-SOH OFELY) : 25 H &
T5) BEMBRLIEGEOE—IEEZ R TRY, o i, m (ZIZ-SONHs KEAMER S 735
BlE. NUEBUERO C 3 6 FHORRLHMETREDOHBED B — 7 Bt Sh., p ficE
fifi SN AEIL, XU B VRICE T AVENF W AR T OE TR L O-S02NHe 3 E# L 72
TS 1 & & ARITE FEHEIZ o, m (134 2 WIFTT DD 4 FREHD F /e 2 (& Clifl
teas 12 TREND, LEDOZ & Z#EAD L ¥ 2-26b, ¢ DFERN D Z/VAR L HITT v
FNT 2= VIEORUBUBRO pLIZEBMS NI ERHEHIE NS, 2, IR OfER L
H—FH L7,
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1.4

1.2 a
1
0.8
0.6 | — S-C0-MCM-41
0.4 ' M '
0.2 |
0 A
-0.21 180 : 00
ppm
1.4
1.2 b
am
1
O 8 - — S_C3_MCM_41
. I = v
06 [] [] - - p1__IL_
04 J ofiL
' ; m{iL
0.2
0 imwﬁm%“ﬁﬁwf
-02160—150—140—130—120—110—100
ppm
14
1.2 c
am
1
0.8 - — S-C5-MCM-41
] kv
0 6 [] [] - - p1:L_
04 ( ofiL
' m{iz
02 [\
0 TMMJ%“
_0_21 0 150 140 130 120 110 100
ppm
C,Hg C,Hs C,Hs
144.5 SO.NH 144.5 147.4
128.4 - Z 1313 1251 128.4 128.4
131.8 125.6 128.9 143.8 125.6 125.6
126.3 1290 SO,NH, 141.2
SO,NH,

2-26. °C-NMR I EFEH  a. S-CO-MCM-41, b. S-C3-MCM-41, c. S-C5-MCM-41,

BLRZFARBUDp AL, oL, mALIZ-SO;NH, ZEAMERR L7-5A DO RAES 0 E
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F7z. C3B LV C5 D ALK ALHEIHE D 1BC-NMR O I HIER R4 4 2-27 1273, X
WM LT AL T 2= VL FO T VX NEE TR T AREORE 2T L=, X
HIZR LI E =2 OFFIE. TOFEZITHIET D, C3 B LT CsI1E, AR ALHIE L b
ZT NVFRNVEHOIFENHER TS 7o, £/, W& & 6-OCHs BT AL AURTNZIIFE L,
AR ACBITITHR L TV, ZORRND, ANVKALTRERL ZLICk-T, M
\ZRAFA Td o T B ED-OCHs FENMAK R KHE G T X EMNREIZ /e o7z &
275, 2L, 28i-NMR OfER & b —ET %, 7ed6. S-C3-MCM-41 (28| = #172-0C2Hs
B, RBME VRS IV BEtOH 2VR1E L TV iz 2 EBNFIRTE L HER T 5,
¥ ANV ALK OB HIE L7 R, HOEDNTR < FEOL L7272 2 vk v B O [EE

PR T o7,

14
31 -OC,Hs

Q/\Z/\Si(OCHS)s 2 | | 12

l 1
' 08
M‘ 3 241 —C3

Yt 06
—SC3
! Joll | 0.2
. UL eyl MU 0

200-180-160-140-120 1008060 | 40 200 2

ppm -OCH,

53 1 14
/N Si(OCH,), b 4.3 12

4 2 5 ﬂ 2 T 1

L . —o
\\WM mocm JIMH“ 04 — S

R SR LRV iy 02

N AV Vs
2 _02

ppm

2-27. ALk v HAEANRTH% MCM-41 @ 13C-NMR HIERESRE a. C3F%. b.C5 %
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B~ D AR BHEM OMEREAT 2 T2 O T~ i & FEh L7223, s 035 <
LT DRIENRARARE TH > 7,

UEDOSHTREREE DD L, TAFLT = = VIERT MCM-41 OXUEBUERIZZ v a
ANHRBEHNTANVKR AbZH AT 2 A, IR BELUNMR OFERNS T LF LT =
ZNEORUE VRO p B ANKRACINIZZ ERERTE T, o, ANVR AL TR
D LIRS T, TAFRANT == VEOMILE~DRSE (T vy TV 7)) M

EENTWEZENNMR ORI VIHSLNZR ST,

2.8.3 TIFINT = =)V R)VR o EEM MPS OMt/KME « MW EEAm
2.3.3.1 EB

AR LT T A F T = =)L ALK o HAER MPS 12%f L C, FC BFERE L L CLZE 7t
KM KON & 3 AT L 72,

Mt AT, LTI RTFiRB X OERICK TS 2 &4 S-C3-MCM-41,
S-C5-MCM-41 Z g9 Z & TIT o7,

HIRMH ARSI, 0.5 g @ S-C3-MCM-41, S-C5-MCM-41 (2%} L CH{E TA A > 33k
12 KB Al % . MILLIPORE #Uffiffth: 2 7' Lo 7 4 v 2 —1.0 pmdJA O ETA A&
K 200 cc ZFHVTITO b & LTz,

RN AR SRR L, [FRCER 0.5 g (6 L THlligA A > &4k 100 cc 1T 1h iR & v 5 T

Z, KEHZ T 2E#EVIRL (2EHODA 4 55#iKiE Fresh 4 A28k L H U pH ThH
HZEERMERLE), ER7 4 NZ—TAHBTHLEDE LT,

B DM AKME 2 RS T 2 72912, MHKRERAT ORELD No WoEREZHIET 52 LT
MCM-41 #HFLAN OAE LR R E 2 5~ T,

FIZMHEVE 2 B3 5 72012, S-C3-MCM-41 3 LT S-C5-MCM-41 |Zx} L CEE &Sy
Hr (TG: Thermogravimetric Analysis) 35 & Q&SR /T —E 53T (EGA-MS: Evolved
Gas Analysis- Mass Spectrometry) %175 7=,

No W AR IE, 2.8.2.3 E[RERICHIE L, #BORTASH X, SR O %2 i3
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(WA K ZBRET DA THEZE T 50°CX3h & Lz,
TG i%. RIGAKU #¢ Z\E &/7472%E Thermo plus TG8120 # A T, air % 0.5 {/min
i L. =i D 1,000 CE CHIEHE 2 C/min & L CHIEZ{T- 7, £z, S-C5- MCM-41
AP W TIE EIR D air & N2 ICEZ 725 CHHRIEZIT- T2,
EGA-MSIZ.EGAIZ7 a7 4 7 FARBME T )V 2 v h3Af v T A H—PY-2020D %,
Z AARE T Automass Sun # W\ T, He 7 ARPH%. 55 CTH5H 700 CF CTHIEH

£ 20 C/min & L CHIEZ 1T > 7=,

2.3.3.2 R
HRM KRS . BB A SRR L7 S-C3-MCM-41 38 X T S-C5-MCM-41 (2% L T N2

W 35 S AR E 2T > T FE R A X 2-28 12”7,

499 : B 5if S-C3-MCM41

490 - A 538 S-C5-MCM41

29 A /K S-C3-MCM41
2;; 222 BEEIK S-C5-MCM41
\é o0 IR MCM41
s
2 150 h—= -

100 |—=

50 |
0 L
50 0.2 . R R o &

Relative Pressure (P/P,)
2-28. MHKREREZ DT L XN T = =)L ALk HER MCM-41 O No U 352063

ZORERNE, MCM-41 13 P/Po (FHxfE - W Wl / fafnz&5&E) = 1 T 400 cc/g
D NeZWETDHZ ENboTz, U L, AR 7 VSV EE IR S TES
NEFLTHIZFEALE Ne 25 Lo 72 (P/Po=1 T 0celg)y 2D EMD, FFLN

MTIVFILT 2 =)L A LR VTSN TWS EHERI SNz, Zhiaxt L., gk f T
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Fip U7230BHE P/Po=1 T 150~200 cc/g 7~ Lo, 2D Z &b, a2 Wbl CHt#e
THZILILL o THRRIRE CRERED T VXL T 2 =V AVR VEEBLEE L 72 2 & 3 HE
B3N, U EDORENS, TAF/L T = =)L ALK HEM MCM-41 137 V% L8 E I
&b b FHEAIRM KSR U T ANED & 5 23, w7k SR 125t U TR A 2TV 2
LD oTz, WEAKIZ X o TEEREE D IR 3R S 4L TRIFLEED S IEE L 72 2 & A HEZRR S
N,

BB 2 TR 2 72012 HIRI KSR FICER L7z 8-C3-MCM-41, S-C5-MCM-41 ¥
F O & U ClAIZEMFICHE L7z MCM-41, C3-MCM-41, C5-MCM-41 ® TG % air ZFX

TCHIE LTziE Rz X 2-29 (2RT,

0 400 600 800 1000

-10 —
MCM41

-15 — \ —— C3-MCM41
-20 C5-MCM41
95 S-C3-MCM41

Weight (%)

30 — S-C5-MCM41

-35

Temperature (°C)
2-29. air HHK FIZHT 5 TG HIEHEE

F# T2 MCM-41 134 100 CE TEHEFRAD VRO, 2L, EORE CIIEEZ(bITE]
MEnehoiz, 100 CE TOHRERERDITWAAKOIBEHZ &5 LS, MCM-41 1%
1000 CECORBEIZRELRMBI T L Z ERME I, C3FMCM41 I LW
C5-MCM-41 @) 100 CE TOEERFD T wt % TH VY, MCM-41 OEEHD 3K 15

wt % THoT=DITH L TH otz Zhid, TAXNT7 == VIEREMIZ L > CTHEBH -
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D OBEBEDPEIN L7722 & DIENIS, MARED T VXL 7 = =)V EECIEM S TR T
ISBUKMEZ 72 0 K Z WS LEE 2o 72 Z L3RR & B 2 D, 7249 220~600 CTOHE
DiE. K25 wtBllll S iv7e, ZhuE, MBMC K D7 X7 = = VEO R EHESRT 5,
S-C3-MCM-41 1 X ' S-C5-MCM-41 @ 100 ‘CE TOWEKIZERN TS LRSI b EE
WX, C3-MCM-41 38 LT C5-MCM-41 & W d 2 49 3 52\, ZAUTA/LAR U HR
BERiSND 2 & T MALNDBUKIEIZ 22 0 KO BEDSHIIN L 7= Z & MR & 5T 5,
FCHERDIE, K 120~400 CTE wt%., #7 400~600 C THI 25 wt%lliE Sz, Zh
O EHE P THME L2 EIZ W TE, RED EGA-MS OFfiRNOELET L, Ll
S-C3-MCM-41 ¥ X ' S-C5-MCM-41 i, 7/LF/LHEICHRD 535 120 Ch o B &R
MRELNTZZ LB 120 CLLEDOHREFEEICI T D MMEWEIIRNZ L3 Do T,

IR KSR L2 C3-MCM-41, C5-MCM-41 3 L ' S-C3-MCM-41, S-C5-MCM-41
D 4 FIZE L EGA-MS ZHIE L7z 2 X 2-30a-d 127”7, ZOfER, C3-MCM-41 ¥ &
O C5-MCM-41 1%, £ 400~650 CO#M T = = VIS HEWE B SN, #iko TG
2B W TIER 220~600 COHiPH CEERA R 541, EGA-MS ORI LY HIKE T
bofo, MER-HOHEMIL, TG (X O BFET D Alr RPAK T, EGA-MS /% O2 RIED
He XA CHIE L7272, TG CTIIEMEEIGHE Z 0 | &R BRAATE B AMEIR M 722
7o L HEERT B, S-C3-MCM-41, S-C5-MCM-41 iX, 7V F/VEHE %D 5 3% 120~700 °C
T SO027%, #400~620 CTY = =/VEGHWEI SNz, 2O &6, TGIZBW

TEHAIEN7289 120 CHrH O EEREDIL, AR REHE EHEEZET S,
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C:3

Jduh: #EERE0 4.6%10-2 C3 27 e EGA

[nahosa] vl - FEHEG
(1001

i O~

'I:‘I'I'."[U]—L %
201 J\ m
7a

4

o

278 N L = SRS = = S
Temp-> 100 200 a0 400 il B0 700
......... Y > >
RT--> 0500 10:00 1500 20:00 2500 a0:00
z~h] 4870 - 41 BP = 104[R361808] TIC = 44124480 RT = 2355 Temp = 5333
100% — @,
| 104
- o {O—~_
® _—

51 ®
63 @® @M ERS
- il ) | ‘ ‘ e
0% —rrrrr LR bl EARanaLLa b [T T IR K
2> 20 40 B0 80 100 120 140 160 180 200

2-30a. C3-MCM4 ® EGA-MS I i s 5
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JAvh: t8EAE0 4.6 10-2 G B0 me EGA

C:Hh

BAvbosa] v - fErHE S

2-30b. C5-MCM4 ® EGA-MS I E i 5
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1432 [0] ij
3117 j\ 17
T D o> — 7]
Temp-> 100 200 300 400 500 700
RT--» 0600 1000 1500 2000 25100 3000
[2AhL] 4746 - 37 BF = 104[8367680] TIC = 92777136 RT = 2319 Temp = 5212
100% ® @
] o 104 )
78
1 @
| 5 ® Jw—\‘H
5% a0 ® \\,
1 17
| . @ @/\
&5
E || h ‘ @1 DOLERS
IS |..I'..|..:|' |'| T T
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vk B0 4.6x10-2 G35 28 1e EGA

S C:3

tnehrza] vl - FEFHES
[100] 4 '
1194 [0] ks
- s
O] [
\u t} \\ﬂ ‘Ah—
2182 L 18
T
L O OJ A_____
R
. 142
3142 :
l\.. A_
4129 Awg
5117 117
6104 104
o fo)
\“\S%
764 U IR U [EptaUR U R [ttt 54
Temp—> 100 200 aon 400 a00 [ali] 700
............................ T T T T :
RT--> 0500 10:00 1500 20:00 2500 30:00
Ea™k] 4757 - 218 BP = 104[3295560] TIC = 26113196 RT = 2322 Temp = 5223
100% - ®, )
104 0 o
- P
@ a1 @ [Ol_IO) ® m
64
B0% -
78 ® L ®
/-\
oI0)
44 T @ ©° o
117 @ @) NN
26 ‘ ‘ | | 128 @ﬁ\iﬁkﬁl
0% —— I| . .'l.'ll |'. I|| II . |!| |I . |!II t I I|||I I|I - .@. .®I. ICP . ICDI T e
miz—> a0 100 180 200

2-30c. S-C3-MCM4 ® EGA-MS I & f 5
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SCH

14U : 1@ EE50 4.6x10-2 GBS 28 ne EGA

[Havhosa] YEd : FBHEG
[100]+

1179 [0] 3
2165 - 165
A
3163 - 153
@@ k
4141 e 14
=~ ’/\—
5132 L
A
128

6:128
©—~_
7117 17
//\\
8104 e—— 14
U\/D
964 T e O
Temp=> 100 200 300 400 500 600 700
........ e U
RT--> 0500 1000 1500 2000 2500 2000
[2~9hb] 4743 - 34 BF = 91[2794260] TIC = 27359036 RT = 2318 Temp = 5209
100% — ®
|
o @
| @
T 104
4 @ @
50% o
| o 8 @
y e 51 17
| @
e 4o \|| Ha@@@@@@
0% ”'|”['.'|”I llllll ||.'.|..I|!'!': .|||I| ||=.”||”'.! """" ||””|!|!”‘.I“‘”H”I”l‘. |||| R :
miz==> 20 10 60 80 100 140 160 180 200
O EES

2-30d. S-C5-MCM4 ® EGA-MS I E# 5
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2-31 {2 S-C5-MCM-41 @ air 3 LU N FFHRUZI T 5 TG HIER R 2R, Z ORER
e, K120 CTHHOERERD S E Y S0 DILEEHIFEIHS T D 02 DA /4 (air/Na) I
OO TIEDL Z ERNbnolz, LinL, TOROEERDOEN 7 x = VEEHEWED
BB IR N A D HAIC L VKR T E L Z &b 20 Z LIEEHR O TG &£ EGA-MS

OIRERFIN R DB EBERZ LIENA LB,

0 1 1 1 1
)\ 200 400 600 800 1000 ArSER

-10 S~ T

TG (%)
|
)
(S)

Temperature (°C)

2-31. S-C5-MCM-41 ® air . N2 FEPHKICERIT D TG HIE R

P EDOFERING, TAFNT = =)L ALK HRER MCM-41 Ot AKPEICB L ik, Eff
WILEIR T APl HFREE TIIMEE L 22 W3 Bbigk © 2 h #3252 & TR+ 25 2 &
Wbinolz, FETMEEIZBEI L T, K 120 CREDN D A VR ERBEET 2 2 & A3 bh
oz, DEY . AEEHT 120 CLUT., KD N R WRETOBARGFE LN LD

Mmool

50



2.8.4. TNFNT x =)V A ViR v EEH MPS DAL - THAMEOBER LR, BiEEeE
DO ERFB LT 1 b AR E A

2.3.2 THE L2 MPS ~D 7 V¥ /L7 = =)L ALk v BB/ B8 L0 2.3.3 THELET
VFIVT = =)L AV HHERT MPS O KM - TFEWE O BB Z R 272012, £z,
FOMAEDES BT b AR BEZR ET S0, ZhE THREFHIZHWE
MCM-41 £V &2V DEEOKEA LN EV FSM22 (KB E22H Lot.411290) % H W CTHEH
B L OMHARNE - THEPEDOFHI 21TV, 71 N AREEOREZITo 70, ¥ U WEEDHEEE

DFET ) DIRIIEIE L. MCM-41 OHAIHMES D TMOS %, FSM22 O5&IEE S

_H

DRV r— b E WD Z NS BEOREAEENRE N 12,

2.3.4.1 FSM22 ~DTNVHENT == VEEGHY T Vv 7Y v TRIOE

MPS & LT FSM22 % K& H T 550 ‘C X6 h flgpk (FIREEE : 225 ‘C/h) Li=bDaH
V2321 ISR T AFI N T 2= VHEH Ty T U THIC3 B LN CE ZHWT
BRI % [RIEEICAT - 72, FSM22 2g (33.4 mmol) ZHEIEAE 275 23 A, &
FERFR L 140 ml B LU C3, C5 ¥ A4 45 66.8 mmol AL, iR+ THERL DS
115 CX20 h TMA L=, ZOBKIEHIT M 2 ANTAmPkE L, BIREZEH L

7mo VIRE., B L7-# k% C3-FSM22 O X 9 (2R T,

2.8.4.2 TNAFNT x = VEEM FSM22 D Z/Vk 1k
2.3.4.1 TAR L7 C3-FSM22 5 L U C5-FSM22 DB U BRIC ALK v & BT 5
722, 7 A NVKRUBRERAWERIGE 2.83.2.2 ERERICIT->72, C3-FSM22 B LW
C5-FSM22 #J 0.5 g, FSEHiREl 12 V7 no=X 2 100 ml, B L OFEHMEREL 7 0o =
IV B 3 ml (K 50 mmol) % 200 ml A7 T A3l Az, a4 A LN ATB0 C
X6 h MNEMREE L, 225145 200 ml O~F 3 ZERA L, OMNIPORE # gk 7 ¢ L4
(Type JA, 1.0um) ZHWTHF| A LTz, ZD%, RO 7 v A)VKR B ERES

HHET12 Y7 am X 100 ml 2 W T ABEBEFR 21TV SIS A F 288Kk 100 ml
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EZRWTHEMHE L, UBHIRG 2 ATV, BREEREZ - EIT o7z, U Gl

L 728 EHE S-C3-FSM22 @ X 5 1271,

2.3.4.3 FSM22 iZx4 B 7 NFILT = = VEORKAER Lo

TIFNT 2= VD FSM22 OFFLEE~OFEGE 2 EXE5 2 L2 BT, 2.3.4.2
TAR LB 2 KT T 150 CX4h & 5WE 150 CX5days ML, 5 ) — /LD
KO HRES L L 2R DT, o, 7o 2R UVBEISSE LRI, Fhnie
fili it & 72 > TRHIAKME G DMEHE S D D~ Tz, fEE R EOFHMIE, 2081-NMR 2 HIE -

95 Z IR VR L7z, 29S81-NMR 13, 2.3.2 &[AEERICHEIE L7z,

2.3.4.4 TNFNT == )VRVR YV EERM FSM22 ORAME « iEWEF M

MKPERS K ONHEME 1L, 2.8.3 TS L2 7 VXL 7 = =)L ALk B Effi MCM-41 @
Bt L RERICEIm U 7=, m/kMEE, S-C3-FSM22, S-C5-FSM22 0.5 g # i TA 4%
#17K 200 cc £ D Ak 217 o 72 b O L OFEEF0.5 g loxt L CHblig A A > 22 #27K 100 cc
T 1 h B2 KE#Z T 20V IR LZZICAEB LD OE/ER L, No s SR 2
ETHZ EICL VL LT,

MW I3 3R A VEE %217 - 72 S-C3-FSM22, S-C5-FSM22 1Z%f LT, TG HIEZIT

A L 72,

2.8.45 TNAFNT = VRVFR Y EEM FSM22 O v b AMREERIE (RtE)
2.3.4.2 THRL L7 S-C3-FSM22, S-C5-FSM22 % &R/ rE, miRimt kS ichg Lz
REtO 7 v N AMAREEEZET 57201, XLy FEERLEZ, XLy hOERDGEIZNL
TOLBY ThHD, ZI-TaRr7unl INNAART 70 558K PTFE 30-J 47K THr
L. 50 Wwt%DIEHEAER L=, 3B} 0.15 g #3EHHICO IR L, 77 2 228 50 wt% &
2% KO T 7w IR AN T LR SIS L 72, IRIT 100 °C X 1h TR Sy 2 10 7%
I, OOIASEHNTIEH LTz, TORIEHHAEZ oy FTHEBLE D FEAIK
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HUERHIZ AALT 100 kgflem?2X 30 sec MIE L. lemp OXL > hEERLE (XL y NE K
0.6~0.7 mm), XL v FOWMEIC 0.7 cme O Pt Bz KEER L7Z, Pt A& ITAET %
NSBLE RN 2 fR A Xy 2 A& E SPF-210H 2 W T 50 WX 12 min TfTo72 (Pt /EEH
250 nm), Pt EMICIZ Pt VA Y EBEAMARE F—% 1 F XA-874 (EIHEVE) % AU CH
VAT, 2V ar Ry FCE T, 7r b AEEI, 80 CTH AR A 20, 40, 60 %5

L TV80 %RH OhiiE No, & L, 28 - Rk Ca—na—7ruy haHIE LR L7,

2.3.4.6 R
C3-FSM22 £ L U C5-FSM22 ® k& H 150 °C X4 h, 150 C X 5 days MEV% I L OVnzk

AT 29Si-NMR HIERE K% X 2-32 12T,

1

0.8
—— C3-FSM22
0.6
04 —— C3-FSM22(150°C x
' 4h)
0.2 C3-FSM22(150°C x
5days)
0
-0.2
ppm
1
08 L2 .
2 h — C5-FSM22
06 | o o,
e AN - —— C5-FSM22(150°C X
0.4
4h)
0.2 M-mlmnm‘-f“*/\’k:m bt et C5-FSM22(150°C X
5days)
0 Wﬂw&&a&w
L0920 -30 -80 -130  -180
ppm

2-32. INEAHER 23 B 7p A3l 29Si-NMR I EfE R a. C3%. b. C5 %
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1.2 - a
1 —

08— _ -
06 T, Ts — C3-FSM22

' S-C3-FSMe2
04 LA - NP

0.2
\ \M.._‘...»\_:... RS

Tl
0 TAMI\/\—M. s

Mty v

=180

0.2~ = = =o0—=
ppm

14
12 - b
1 [ §

08 - C5-FSM22
06 | T, _

' S-C5-FSM22
04 (G NP et
0.2

. ; -‘/ \H—
o W-'-M& PPy | NPT ST, YN Y

Vol e g’

_0 2_’ 0 -40 -60—-20 —100 =120 -140 —160 —1 0
. =~ o A4 oYU TUU L =~ T TOU T

ppm

2-33. 7 11 ALK UEERSET% O 298i-NMR HlEREH a. C3 %, b. C5 %

INLOFERNS, C3-FSM22 1 LU C5-FSM22 X C3-MCM-41 ¥ X8 C5-MCM-41
CRIERIC T ¥ A RSN, TAFIL T 2o VENEM T2 LN bhotz, £,
TRV E I R D DTN E L 722 D> T T A ST 5 O3B X F,
IO ENBIENC L o TEEME D FSM22 MFLBEICX 22T 7 — G BN m LTz
T EBNHER SN, RIZ, 7 v a ZLR VRO RGHTR O 298i-NMR I E SR A X 2-33 12
Y. ZOMRNS, 7 ar 2R UBERINERIE T A R L, EiRomEE i L7z
BB LTH Ts A RBMEMLCWADZ &R o, ZOZ &b, Z7uaa ALK
VERROGEAT 9 2 & TR & 722 o> THKFEAMERE L, 7% 7 = = L EORE
BENRM ETOIHERDH D ERbhoT,
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HIRMKSAE. BIRMAKSIEICE 6 L S-C3-FSM22, S-C5-FSM22, B L O#g & L

T C3-FSM22. C5-FSM22 33 L TN FSM22 @ No W 35 2 0 Ml i i S % 14 2-34 12777,

600 — C3-FSM22
S-C3-FSM22 AiBik%
400 - S-C3-FSM22 j#Kiki%
300 —A FSM22

Volume (cc/g)
(&)]
o
S

0 0.2 04 0.6 0.8 1
Relative Pressure (P/P, )

900
800 | b T

700
o1
600
500
£400
>
5300
>

— C5-FSM22

— S-C5-FSM22 A58k %
S-C5-FSM22 s#pék %
FSM22

W\

200 | -
100 | —
OF——’T-I 1 1 1

0 0.2 0.4 0.6 0.8 1

Relative Pressure

2-34. No WA 2R ERE R a. C3 R, b.C5 %

ZOFER NG, FSM22 1% P/Po=1 T 800 cc/g ® Ne W T 5 Z ENbnolz, TSk
L. C3-FSM22 ¥ X 0" C5-FSM22 i P/Po=1 T 350 cc/g T FSM22 L ¥ #7072\ No W75 &

B LT, SHET AR T = S AESHALBE~ER S5 = & 1T X o TRIFLA R KD
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L7722 EMFNEB 25, WM KSR L7z S-C3-FSM22 3 L' S-C5-FSM22 I3,
C3-FSM22 L C5-FSM22 & th_T & B Ne G BN LD, ZIUI ARy
EBHALNDO T L7 = = VIRITEMi SN D Z Ik » THIILARS S HIgRd L= 2
ERREHERE SN D, LavL, @i KSMFIZHE; L7 S-C3-FSM22 F6 L UF S-C5-FSM22
I%. C3-FSM22 55 L1 C5-FSM22 LV & Ne g mAHIM L7c, 202 Enb, mimk
FUTRT L ICL o TAVKRVERBBELI-Z &, BEIOTAF AT = =V ALK
DMK L0 B L7 Z LR S D, LEDRERLIY . 7AF LT ==L Z)L7R
v EHES FSM22 137 /L F VR ISR D b FEIRM K ST UTIEMMAMED & 2 23, il
Mt A SRk U TR AEDME N 2 & 3o 7z, Ziud MCM-41 % 556 & L CTHW =8
HBLEETHY, MPS O IREDHEE BEIXMAKMEICIRZRE L 2N 2 En3booT,
HARMIKSE, IR S L2 S-C3-FSM22, S-C5-FSM22 it B & F§~ % 7=
DIZ TG JIEZAT > TR &2 X 2-35 1R T, ZORERNS  EM Th 2 FSM22 1349 130 °C
FCHBPRDVBA OGN, 2L EORE CIFEEZ(LIFBII S eh o7, 130 CETOE
B TR AT AR L 72 Z & 8RR & B S, FSM22 131000 “C TOIREICLE R
MEFCH D Z LB Sz, C3-FSM22 5 L (O C5-FSM22 D) 130 CE TOEERA 1T,
FSM22 OB &V 23K 8 wt% Th o 7= DIZxF LT, 2 wt%dd & e ol Zhud, 7v
T T = = VBRI L > THRREH7Z Y OEENM L2 Z L OIEIc, ML 7 v
FNT 2= VHETEMESNTHAKRMEICR D KERE LHES Koo Z EBNRREBE X 5, £
7oK 220~600 COE &R 1T, £ 20 wtiifll Sz, Zhid, I Z27 % L7 =
SNVHEOGIRICER L TWD EBREND, HRMKSEMFICE L. S-C3-FSM22 B LU
S-C5-FSM22 @ 130 ‘C £ TOWAEKICER 2 & HEM & 5 H R IE, C3- FSM22 k6 &
W Ch- FSM22 &l d 2 &K 3 5% o7, ZHUZANR U EPMEM SN TN D Z & T,
AL DS BUKMEIC 72 o T T2 OB KO BN L2 2 EDRFIN B 25, FlodmaEidi,
%9 120~400 ‘CTH wt%, #J 400~600 ‘CTH 18 wt%illlE E417z, 2.3.3.2 » EGA-MS @
FER D, TR LBHEITHRD B35 120~700 ‘CT SOz 3, £ 400~620 CT7 = = /L5

GEWENBRE SN, o2 s, TG OEEBRADICERT 2WEIL, £ 120 CLL I
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ZOVIR HEEH R, K 400 CULEIZ 7 == VEGAWEH kR EHET 5, UEDZ &b,
TIVX )L T = =)L ALK o RES FSM22 13, ARSHTiE 120 CLLEDREERIC T 5

AR N Z &30 D | ZHUTEEMIC MCM-41 Z W 2356 SRR TH > 72,

~10 FSM22

N\

~19 N\ —— C3-FSM22

-20 N
oy \ S—C3-FSM22% iB %k %

-30
-35

weight(%)

temperature/°C

-10
_ N\
1 S —— C5-FSM22
-20
R S—-C5-FSM22% @k 4%

FSM22

Weight/%

-25
-30
-35

temperature/°C

2-35. TG HIEHES a. C3%. b.C5 %
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FiRD X 512, MPS ~D 7 )V F )L 7 = = )VIDOESF L OO A VR Ab%E  MPS Off
¥iZa MCM-41 753 U BEEOHEAE O FSM22 1T 2 TRATZE 2 A, HHMED R
T& 7, F7o. #BE 150 C X5 days MENT 5 Z &1 & o TEAIE O FSM22 HiFLEE (%t
TOHRMEEIEMN ET D2 ENbhotz, L L, WIFE L T kR K O EWE o -
XU DBEORERE = LIFEEAE T A LN o T2,

WM S, mIRMAKSIEICH; L7z S-C3-FSM22, S-C5-FSM22 O 7' 1 | AREE %

HIE L7 R 2 X 2-836 12T,

FBxEE (%)
1 00E+0D ' ' ' '
- + oog—01 ¢ 20Naf 40 60 Bi 100
on
9 4 00E-02 =

0 / / SC3- MPS
ot 1.00E-C3 Rk
({5 100E-04 MRIAEE — / x

A /
1 O0E-C6

a ,///f’

™ 1.00E-06 .

1.00E-07

X 2-36. T /L¥ /LT = =)L ALk v BAES FSM22 O 7' 1 b L ARE R E S 5

IR LIZAREE 1T, 80 CCT 20, 40, 60 BL V80 %RH B 5 a—/La— L7y
~ DOBEERE RS | 2-37 DL IREDOEHUE A AR FHE L2 D Th D, 2-36
DOFERND ., BRI AKSMEICEE L2 S-C5-FSM22 35 L 1Y S-C3-FSM22 13 ik 44
B L72 S-C5-FSM22 . B LT S-C3-FSM22 & lb_T 7 u hAREENEWZ & 3o

7o ZAUZ. @IRMK S TIHEMIEE DS M FLEED S B L T2 Z & 23 Bk o> No & H iR
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FRRERE RN DR SN TEBY . 20D o M UAREENMEN -T2 & 2 5, FiIRm
KRG TIHEREE A HIFLNICE > TV D Z &0 b EIRINASM: L T a b AREFE R
m <, S-C5-FSM22 & S-C3-FSM22 & TIX 7 /L X AEMNEWVEIE D7 1k ARERE D E
olz, TOHBET, mEmWABRENHALANICEE S S Z & T FSM22 ORE N 72/ FL 22 M
WINE L 725 T HeO OFBEEEE N KREL 720 | HeO ODNAENR AR AR IR ANVEK L HIZ KD
7u N AREAIRBERETORBLL - L HERT 5,

L L, AECTHRH LMEHI2REREICE W T 7 1Ao7 a b AREE LB 2 5
LW TERDPoTZ, ZhUE, ML 4nm THDH FSM22 12 C5 DT /LF LT = =)L A
NWRVELEM LT HE T T 7 4 A ORAKILYT A XX § K& < HaO OEEEEME /103
INEoTeZ & MPS 3T 7 4 A L8720 K 2-2, 2-31TR LT & D IZIED BRI BIKME
T D720 HoO MANVKR U EEFICEE LIS WD b, £ 7 44 LB R0 FKILD
BREIZ 7 LX) 7 ¢ NN L MRIREFRFASIGE LIS WERE E LTHRE IS,
UEDZ ENG, 7 4 A OEBRHITRWNT B FAREREE %2 FSM22 O BRI 7 1 k
NRERBEICET L CHLZOMENBIHCTE ol B2 b5, LinL, FSM22 I2f&
it AT N AEHEE SHICELS 752 L TH0 OBEENHZM EL, 71 b AziEfE
i EEEONDAEEEREZE X DD,

S-C5-FSM22 /n#\:%:483.3°C-86.0%-1V

—7.00E+03

—6.00E+03

—5.00E+03

-4.00E+03
-3.00E+03

-2.00E+03 / j
-1.00E+03 /

0.00E+00 T T T T T
0.00E+00 5.00E+03 1.00E+04 1.50E+04 2.00E+04 250E+04 3.00E+04

CHORFEOERE
EL7=

X 2-37. 2—/)La—,L 71 v D OIEOHGUE O Hi A+ HL D
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Lk, MPS #EEORIALNIC T VF VT = =)V ALK I A SR LT B 2 FRBUER < &
L. AMEHIBREEMOBMREREE LT a b5 2 2R LI, £, 7
NFRNT 2=V ANVRFEOT NFNEHER LS TLZ IS8 > TrEMER R L35 Z &M
RS, 7' b ARERE W B O 72 DI ITHIALNIS s WO E A8 L MPS O 328 B 725
fLEEZ/hE<$5Z L. MPS BHRICHUKIEZEAT S Z L e plaGtagt L LTHL 2 &

MNTET,

2.4 MPS #BE~D A A EEFHE OB
2.4.1 XIL®HIZ

2.3 TR L7 T V¥ L7 = =L ALk o SEAf MPS @ik, 84T FC EMEFETH
DT 4 A LR THEWED 20 CEWZ DR S LZA, 80 CAEFIKIZIB
TH7 4407 a N ABEELZBT Z LN TERNP-T, MPSIZEMisnizT LX L7
= =V AV ETHRRE K & OBl T MPS HIFLEE D HBEL T L £ 5 Z & A FEBRIZ LV fife
RBINTED, ZUWHRRERER>THFI7 oA X0 EWTa N8 EE -7 Z E1F S
M ThDH, 2T, v brOBREEEE L TKORDYIZA A UikiEE RS Z & T,
MEE - AR E L 7 s A v D7 e N AREERZERT MBI OGRE Rt 22 &
2 UTee A A RIRITRE KT L7 e b AREMERAHE S TE Y | 300 CLL EOF
WEVZZENE, IROWARRE (B r Tlae WM& L) 2R 9,

MEIOREHE LT, £3° MPS MIALNICA A iR E T L TEO T 1 b AREE & A

LIRIZ AV A & FHERT MPSHIFLINIC A A iR 2 R L T D7 1 b AREEE 251l L7,

2.4.2 A IREEFEE G RO

AT BEREEZG LTI, FEMELE LT MPS oo v Iz MPS MK Th 5
MCM-41 (SHFNE) 2 HNTA IV RERFIEORE 21T o 7c, A F U IRIRIZIE,
3-propylimidazolium trifluoromethanesulfonylimide (X 2-38) % vy, BLFICRT 4k

T MCM-41 ML A A L RIR & T35 2 & ik T-,
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o\
[ NS

"N~ SO,~CF,
~S0,—CF,

H;

2-38. A A LIk 3-propylimidazolium trifluoromethanesulfonylimide

MCM-410.1g ., A A K 1.2 ml % 50 ml #' 7 ARZEZ LYo 7RI A, $ o 7Lk
HEZET U —ANICRE L TEZEORLAE Shih iR L7z, TO%KKETHAFHE L,
MCM-41 OAEBIZATAE LT2@ R 72 A A ik 2 frE$ 2 B TO EtOH 60 ml % v 72k
51 AP, @ hexane 60 ml 2 W 2G| A, @ WHEZ AW RWIRG Ao 3 FiHH
DIk A, £ O% 1 HREREE LT,

MPS HIFLN DA A AR TSI % iR % 7280, No W& S RAEZ & 5 L& 17 -
720

2.4.3 A FWEFIE MPS #ER L O A U RIETEE AV v B MPS #EEO 4 5K

Pt EARfS & T A A PHEAITHRE LI T X (T AV CB-/ART A 7T 2]
Jit No.1) Z&FHWTIX 2-89a 12779 K 912 Pt #7263 L CERL L 72, Pt BMORE J13K
200nm (272 % X 5 il L7,

A F U RE T MPS #E (LI, ion-MPS L 509) 1%, Pt ST & 77 2 FEAMIZ MPS
I GREFLAEE : cubic (Pm-3n) )% 2.2.2.1 iediD X H 2T ¢ v 72— METERL 8 (B
JZ : 1090 nm), Z D MPS il LA A iRz m L CEZES KK % 3 h#0 i
L7221 hexane 60 ml Z W TIEREZPF L, 7 U —2 UA 7 P TR 2 & 24K
& LI BT AE R e T UOMERLL 7,

A A AR TEHE A VTR o BE AT MPS % (LIFE, ion-S-MPS &529) OARIE, £ X
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VIR RAERT A Y B ) WA LT O X D 1A R LTz 13, MPTMS (3-mercaptopropyl
trimethoxysilane) 0.80 g & TMOS (tetramethylorthosilicate) 0.91g (MPTMS/TMOS
=2/3 E/VEL) % 10 B L7-, £ 2~ EtOH % 5 ml s L T 10 R L, S 51
2N-HCV/H20 = 200 pl/30 ml %K% 1 ml @ L C 1 RERIBEEE L7z, 2 2~ SmisE Al
octadecyltrimethylammoniumchloride 1.1 g & EtOH 10 ml, H20 100 pl. 2N-HCI1 10 ul
O CHIREG LT2b D, B L U30 %ilfR{b/KFE Kb gAML TS 5 2RFHTEHE L,
YIVRHE AR Lo, Pt AT E T T A BRI, T vy T a =S 2T ERY VR T
a— b U7, 22— FRIZ, YVEIERT ~O TR KO EF 2 6 cm/min OB TY LK
HADOERFEZ 10 B & Uiz, REKIEEILN 60 %RH, T=— MEOEHIE, 1 AFE
# 100 CxX1h kgL, HCLESH EtOH 1T 60 CX2 h{iZiET 5 Z & THRmIGHA % kk
L7z, WIT. ZOAVIKR - FERT MPS HEIZ% LT ion-MPS A il & FERIZ A A ik
I UAFR L7z,

(]
"‘E{HFIJ k\i}k }@(//

1.5mm
1 ™ Pt A
- K—
//'qzsenr;]gmgﬁoﬁp _ @‘\\ . _’svrf
22mnf T D—1 fS6®: 2000p m TINWFA
‘5mm
v

L
5mm 5mm
A 4

2-39. a. Pt Eif; & H T A FEM (K Pt 2855 5607)

b. Pt M~ Pt U A YHELY 17 OKE . A A4 K FEHE MPS #5)
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244 7o MAREERE (BEFRE)

RIEICRIT DT 0 b ABEEREL, 2.3.4.5 3 CRIE L2k & 3842 Y BERE T
Sl-, TOBMEIT, ZRHETIE T 2 M RNEMBOEI LY E THREIT 5 O Tidle < IREHY
HDHTH DT OO RaA 537 0 IZ < W, ERiETT 1 b 2 BREICBE S
HFTHETLHZ LT,

H T AFER EDEM 4212, ¢0.1 mm D Pt VA YE AT EREZLDEK 2-39b D
KXY fFHiF7z, Pt U A VIXRIRGEIEN—2 b (AR R—% 1 ) & H
WCEMIZEIRY M1, F—%A FOFHPNBILDTZDIZ 2 R ERBEA] (=F 8T
TNEA L) Ta—hkLl, Pt VA YZRY AT 2EEITY o 7V F e O RICRE 3R
BNHHTND 4RO Au VA ¥ LELRD, K240 (RT XD ICEAE 5em, &S 50 cm
DAFREDOHPIIICHE L TV Y a e THEE L, AFEEX, BRINEYFNIZRE LT,
ATEIIE, He 1%, NeXT U A TRITEN 2 0/min & 725 K HICH A% Lz, He i,
PtEM T r by (HY) IZhfRSh, 7 v bR E LTER SN D, Ea8END
FEXHEEE 1L, N T A DFTE & Z KD N - T IRERIE FTaE72 N7 7 2 I3 2 & THEE L,
AHENOWRMREE T 7V B IR EE 3 23 E L CHIE L, AsEENOIRE X
30 CHELV80 ChD 2 i, HXHEEILO0 %D2D 95 % F CTEEMIC LA S, RER
T 30 AL LT-t2IC, 7 a N ARBEOWMEEIToTe, AREL Y a0
PREINDED L7 4 KD Au U A Yid, Vo7 OmsadEMmIc g Sl 2 KaEifkat
(YHP #1:% pA METRE 4140A) (&, HIEMICEER <17z 2 K& B (KEITHLE £
WFUa LT Ly hrA—& 616) I[ZHHE LT, EitatA2HWT 0.6 V OEELZHMNL T
BRABE L, BEGZAWTHR 2 BMEOBEZBE Lz, A A R EEOMERER]
T, Pt B & T AR A A iRIRE B L TiTo7c, 71 MU REET, B

FETROERB LOEENSGEEZHHL, X2-1 DX 52RO,
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petirloay

s :fil‘t'.‘/"j' )avig
NooHy (\4 : : | = /'U"/j)[/ | ;P#;Fﬁ
H,0 Lﬂ_J e
t Bita
AERE
BER

2-40. 77 b A I E A E AN

R:
1 EWWEEEE cm
S Wrmfg cm?

245 MER

FHEVE 21T - 72 ion-MPS D No WaF M 4 X 2-41 1R, Z OfERIZH VT, EtOH
P OHAT, A A U IRIRFEERTO MCM-41 L IZIFRZEOWAESRBRE R LI 0D,
FIFLNIC T S T A A R D PR R L7z Z L 3 HEZ2 S D, hexane YRS LY
I VR OB OBA L, Ne SEHTIZ & A EWAE L o T, IWBEZ V2205
DEEIE. MCM-41 OFRFEOWEN TE TWARWI ENAEGITHEHE S, hexane W
MCM-41 OFILNICA A AR AR LT E R MR CE T B2 5, WEEOFEEIC
Yo TRER N R~ 72 B IE, hexane 134 AU RIK LIRSV G2 WAREETH Y . EtOH

FA A HELIREVE O BB TH L Z LICHRTHLER D,
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450
400 o AEEL RE
- 350 = AMEEL BREH
5 300 hexane 3§
% 250 hexane A&
£ 200 ?v:” ~x— EtOH IRE
S 150 ¥ ~e EtOH [iint
100 7,§D%,.\\UDEI hexaneﬁ'ﬁﬁr MCM-41 R
53 WW»WNWW'W'M!;PWQ”M'

0 0.2 04 0.6 0.8 1
Rerative Pressure(P/P0)

2-41. No W 754515 4%

[ 2-42a |2 30 ‘CIZ81) % ion-MPS, MPS #ifil, A A4 ki, F7 4 A v o7 a kv
R A X 2-42b 12 80 CIZHB T HRIEEIO T 1 b ARHEEZ RS, ZhDDOREND
ion"MPS [HIBEICHDLLT—EDT 1 M AREELAZRIL L, BEZE<TLZLTTr B
MEEEITELS D T ERbrole, £2, WE 30 BRHUFTIZFT 7 4 A L0 bEmn
7 b AREE R R LT, ERU EOBERMEICBNTET 7 4 A OBEED T E

W2 ER Do T,
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xR (%)

1.E+00 : : (L
__1E-01 0 20 . 40 60 100
£ A 7* 2 R&IE Nafionf&
S 1E-02
e 1.E-03
B E-04 / \
ap 1- ion-MPS
1K _

:2 1.E-05
g 1.E-06
~ ™ MpsEp
1.E-07 —
a
1.E-08
BXEE (%)
'I-E+OO | | | |
0 20 40 60 80 100
E 1 E-O1 Nafionfg -
@ 30°C p—-l/./
ap ¥ Lk —h
s 1 /.( X
J\ 1
ion-MPS
O 1E-03 —
CI.\
b
1.E-04

2-42. 7’1 b AREERIER R JIERE a. 30°C, b. 80°C

2-43 |2 ion-MPS 1 X WV ion-S-MPS O 0 %RH T 25~180 ClZHBiF 57w
(EEFERHIERS R 28T, ion-S-MPS 13 120 “CTHERENE T L2 Ll EOIRE TIlliE 6
Lo 723, ion-MPS OIMMEREIL 180 °C &£ CTIRE EFICfE-> T A L, 45 n# ORI
150 CUAET—ELpole, 74 A UE AEIETHL Z L LIRKTHZ L TEOMRER
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PRS2 L AEARRERPHIE 100 CLLFTH 525, ion-MPS (T2 L0 Lo A Tl

0 %RH TEHEHTE 2 Z ENRHALMNI - T,

006

008 2 ¢ ion-S-MPS %) &5
2 005 = ion-S-MPS 454>
S oo ¢ ion-MPS #) A
w :
et - _ /\J‘
%% 0015 O ion-MPS 455>
S oo =2 ax

0.006 -

c.l i L ? L L J
0

0 3 6 9 120 150 190 210
AE(C)

X 2-43. I 0 %RH 2B 5 7' 1 b oAxEEEHIE RS R

F72. 80 CHI T ion-S-MPS OMREN i o724, 80 ‘CLL L TiX ion-MPS OHERE
NE <, £ ion"MPS O 7' 1 b AMREEITIRE EFICE- T EA L7223, ion-S-MPS O~
2 R AREEIT 25CICBIT D 7 e R AREED 100CE TIRIFEF—EDfEZ 7 L, 120C Tl
KFT2ZENbhole, 43 VIREREREO T 0 N AZEHEICIT, 7 e a4y
WIRDIRENZ > TIRET D E— 7 i L | 7'a b DS A F RIRD T F 4 [ 2 s
THRYE D 2 BAEZ bND, BT, BEFRMAKN EAT2Z2LICko T,
7 FOEB T R — N EH LTy B TN S, E oA A RIR DR E
METFLTE— 7 Vb IRESND LB b D, LovL, AR RE L%
WA ITR R LERPEONTZ, ZOBHBITENTIERWA, FRICE->TEREO LD
IRROMEERN RS & D Bl A A RERREME L. 70 b AREIZHEIR A F AR D
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HFF BB LT A VR I —a U I TR ENH Z ETFa FAREN
PHE S 22T 5,

B ERLTe FARBEEAZRET DIZEE L, LTO X S REZENR R LN, B 2
G FlZ 1X108A~1X107A £ THEMR T 10 AEiR A2k E L 9 & L& Z A ion-MPS
B RIFITBNTRELBY OBERAERT Z &R TE7Z, LaL, ion-S-MPS 1% 25 C.
80 C. 90 ‘C. 100 COWMNTRE LI OERZI T Z LN TEZH, FIRED 45 4
BRIV 120 CITBITHPNTEEY T v ¥ — (1.0 VRIE, A A ARENRELIWE
J£) 30 BRELBY OERERT I ENTERNoTe (REIDERLEREIT
ZLIITEDOT, ZOMENLEEEZREH L), ZOK 5 RBRNEZ - 72 FRITE
DNTIEZR NS, ALK EBFET 5 Z 212K 57T 100 CLLF CIERIFNIZ, 120 CTiX
MG RO L 57 e F AMREOHEERNEELLTHEEZOND, £, K
PIEILR—Y > 7V TIREAZEX CTHELTERY, BEOHMMBMEIND Z LIk > T
EBERDBFOREHENBTTCND, LLEOZ LD, 7a b AR HE RN EE
O EFEEEHIMCE > THRAEL, ZHUFAHERRRICTH D Z & BRI N,

PLEDOFERNS . ion-MPS IHZE 0 %RH T7' 1 b 8 EM A2 /R4 iHEWE D& OFEFC
oY T LETHEARRE SRS 100 ‘CLLUFICIRE S 58T FC HEMERT 7 4 A

IZHAREFIN® D Z LN bhotz, —JF, MPS #IRICA VKR VA BT H & A4

iRz EHE L TH ANVR BB A A R OREZ ILE T2 Z &b o T,

2.5 MPS #K%Z /- K/ EMHESA (MEA :Membrane Electrode Assembly) /ERL D5}
25.1 ILBHIT
2.4 THFT L72 ion-MPS I3 0 %RH T7' 1 b EEMEAFBL L 150 CE TOE i
B2 Fr OB CH U | I A B O AR EE A A 100°C L FICIRE &5 84T FC M
FRENRE T 7 ¢ R EFRH D Z LT,

KEC FC HEMEBE L TOMREZFHIT 2 720X, B EmEaR (MEA :
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Membrane Electrode Assembly) Z# {EfLT 2 MLEEN H 5, AF TiL ion-MPS # H 7= MEA

ZAFRLL | EEERE & A L7,

2.5.2 MEA fERlORF

ion-MPS #EffEIE L L7 MEA (DIF%, ion-MPS-MEA) %[ 2-44 |Z/RJHERLCTLLT
DFIMEC L0 ER L=, ¢1.8 cmXt 200 pm O Ni ZALFEHRTEIZ ¢ 1.0 cm Xt 200 nm D
Pt Z 2y & L, Z® LI MPS #EZfEkE L7z, MPS #EIX, Pt/Ni Z+LIEO Pt fif)E O
i 2 2 —/L L C Pt BEE IS MPS BiRA Y WSk AT 4 v Ta— LRIV — L%
FIZS L, 400 CTHEMT D Z &Ik > TER L7z (BE : 500 nm), Z 0 MPS i~ A
WA O I, 242 THRE L7 X ST A4 A4 1K 3- propylimidazolium
trifluoromethanesulfonylimide Z %47 L, HZE F CEREOMANZ BT 22 L1280 A 4
RIRE LN A~FEE L Ry 7oA A iR IR Z MPS BIERm NS 7 V—r U A 7 P ThHE
5z LlZkitTolz, ZORBAERD LiC 2 @O HE OPt v b CTER L 7= B % H
BEMI A0 5, Q=R =R EHEKRS—Z MNPDHRDILHUEIC Pt/ketjen % 0.29
mgl/em2 EFEHEF L2 b D (LI Pt/ — AR 2 ~2—2%) % Pt/ketjen fHEHIAY MPS 5| £
THEOICHET, Pt v hCERLEBBEFS 2205 (K 2-44), CHIEAEME
WA Tz, Tl E UTA T IR DOMREZRIET 572012, 7 7rr#7 o2 (
LA 0.2 pm) (ZA AR EFRE L, ETE PUD—HR L ~_X— X THEA T Ni Z4LIE EIC

i, Pt ®y NEMRTEATZ MEA (LB, ion-7 7 v -MEA) Z#=/E#RL7-,
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EIRENNA v BEFHAA

Pty BB
/ PtEAR (Pt/ketien+PEEXE)

—

&« 1on-MPS
PtEMR (R/\yA)

\Ni%ﬂﬂﬁ

2-44. MEA W€ 7 /L[

2.5.3 MEA #:REFAH

2.5.2 TIERLL 7= MEA % &M H 2 CAA A, LB TRKRT g A v K
HNR ) ARy N HA-151 IZ86E L 7=, MEA ORFE % 25 °C. 80 ‘CH LN 150 ‘CIZFRE L.
Ni Z LM% 100 % He A% SIS 100 % O H A Z Atk (% 200 ml/min)
L CHERELE (OCV) 2T Lz, Zo%, —E&Eh (D % 10 L. 50 FREIKL

DY A 7NV Tl I\CERMBZ BT, 10BELE (V) Z2HE LTIV &EE2FHE L7,

254 fER

ion"7 71 -MEA X, HAZWLIZEENOLE LT-EELZ R L, 25 ClcEiF5H OCV
12055V Thol (F2-1),

Pt/ — R o ~—% FIOFHERL L 72 ion-MPS-MEA (%, %> 7 %% %2 T n=3 T OCV
WRE 2 A T PN ELRE D T D BRI Z R T E Ao 7o, MPS EIRIIAE < e W BB Ch 5
e, Pt Xy b XD RMMDH 5 EMAI AT -2 & CHEESAEK LB 260

%o Pt/A—R o _R— % W THERL L 72 ion-MPS-MEA @ OCV ZHllE L7-& 2 A, Pt %
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v NOMIYE T — R X=X TR L2200t 5 2 &3 TE7-, L, Ha* O
A YR LTS E& DS BEILEE TN L) 72729 (25 °C : 0.001 V/min, 80 °C : 0.004
V/min), 2.5 h#%O®EE% OCV & L7z, ion-MPS-MEA @ 25 ‘Cic$1} % OCV 1% 0.36 V
Thotz (F2-1),

BEFE#L D 25 ‘CIZEB1T 5 OCV OFGGREIL 1.229V TH L1 14, Edo L ricEbL 50
MEA & Z1UTH7ZR2VMETH 72 Z L b MEA OSEREMENZ ERbhoTe, 2D
JRIR & LTl Bl 2 XM ORI KB 2MFAE L He AW T D 7 7 A4 — N —BIG)
AL, RO Oz & EHERS LT HeO DRAETHZETOeENMETLIZZ ENEXDL
ns, 72, ion-MPS-MEA ® 553X 0 OCV MEWBEH L, ion-7 7 17 -MEA O
AW EBICT AEHEE G PUDT =R X=REHNTWDDIZR LT,
ion"MPS-MEA O35 703 Pt ARy Z TYERL L 72 B CTh 5 720 A DT, Kk
PEPENWZ ENERREZ XD, o, ZAVE TOMRFHRER O MALE WM GEfrE)
D MPS L, R d RO IER FIZIERBEE 2 2 &3 Dho T D, 4
® MEA X Ni ZfLIK % i & U TERLL T2 720 Rl O TIEPEDME < . HIFLoosEfget: 23
B ERHERIND, Lo T, EREOT e h o DREENMES 2o TV D 2 &AL
Shd,

ion-MPS-MEA (25T, OCV I3 150 “CIZiEE LA &85 Z & Tl 057 VI ER L
Too ZHUT, A A HRIKDREEEDME TN LT MPS OMFLN % 3iE) L Ha 7 2 DR~ DL
ZRIWIEZ EHER IS, £ IV ORI, 150 CITIRE FHSELHZ &2k -
THERDEIN/ NS 2 2 ed¥bhrotz (K 2-45a), Ziud, IRE EFICfEoTHA A
VRIBOREPEDME LS 720 7' R OEEREI D LR o722 b BRSO T ABEEE S X
VIR T O T ASEDMEE S 472 Z & R SR S D,

LIk, ion"MPS % H\ 7= MEA {ERUCIT Bk U720 BEATFAE L, MPS 8% T 1 v

7' — D B A VL LER B Pt AR FIRICRAE S D MBHER H D EEZ BRI

Do
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BIEW)

BIEWN)

0.6
0.5
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0.3
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0.6

0.5

04

0.3

0.2

0.1

7 2-1.

A A ARIEFEERE MEA @ OCV (V)

25°C 80°C 150°C
ion—7 782 -MEA 0.55 — -
ion—-MPS—-MEA 0.36 0.32 0.57
i —e— 25°C
| —=—80°C [
150°C I
<
»
( 05 1 15 2 2/5
TR (u A)
A b
' ' ' —
( 50 100 150 200 250

By A)

2-45. MEA @ I-V £#%  a.ion-MPS-MEA, b.ion-7 7 1 > -MEA
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E3E BRAYTTL (LPS) OERBIOFOHE
---Li ZREMAB~DIHZEM E LT

75



3.1 XL®iC

B L WRIE, LTS~ v U EMICAR SN D KRB ER Th o728, TET
(TEEVE T O— B L CEIEROF R OGN SEFEBEGH S K512k,
BT DL THMANRER _REMPHEETHHNOND KO IZRo7, ZIREM L
LTk, 8 (Pb) &F&EM., =v /B RIvLs (Ni-Cd) —REMBIHIH O LD TH D73,
Pb B LU CAd ITREICHERESE Th 572D BEINFEZ 2 EHHIED 541, 1990 FHit4
\Z=yrik#FE (NF-MH) —kE, Vv s (L) ZREMBSHKR O CEME I,
BHMREOEERRED—2L LTZRAF—HERLITOND, Zht, Ehoko=
¥ — (AL : Wh, &8 (Ah) EEMEE (V) 28N 72H) Z2EMOE RS 5V IXKE
THIS>TMETHY . Whikg HDHNME Whie LrnEind, BETZRALXF—EENREWNTE
BRVEMIC, AT R F—HENREIWVIEE/NISWVEMIZZ2S VYV, Li REMITERT
FNX—FE, FETIVX—EE L I REROT TR bELS (K 3-1), Hx 2efEt

NENTWD

3w,n.m.”“.m.”.m.”””..”bf
i W ///4
—~ 300°L NE 2wl ]
o - — % p
x [ 1HEIRER
.'Z L 4
i mf 6// X2 :
P B
H 150 F AN gﬁ
S / A
* 100k /o8
H i 7 7
i1 é};’f’;ﬂ%
[ o iy v
H‘E‘H so:fn } //'J
:@; :)‘JF
N B

0
0 100 200 300 400 500 600 700 800 900
AKEIRILYX—FE (Wh)

4 8-1. “ BT RLF B2
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BT Li “RFEMITIEMRIC LiCoO2, BMRICHKFAMEL (7T 7 74 F) BRHVOLA TN D,
POSRZER 3-1ICFE T, BRISRITRT K DI, wfEAOS T AR - EMoOM 2 Lt

BT DHDOHRT, BIRERITEBRBISICHLE TR (XK 3-2) 2,

1E f : LiCoO2 © Lii-«CoO2+ xLit + xe~ (# 3-1a)
A o 6xC + xLit+ xe © xCgli (X 3-1b)

2 LiCo02 + 6xC © Lia_»Co02+ xCelii (ErnbfAlickBERuErmLTn5) (3 3-1¢)

e — m =5 e —
| 8 i E 1 |
1 e~
e~ !
300
. friy: i O 1 O
TREHE (75774 1) | EBeEEEH
ZEOLiIH b
«— e = — e
[ B
e :
! d

—: O O 0O

—~0O O O O O

3-2. Li “ RGO 2
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Li “REMOEMIT, EMSEE ZJEDE, BROBE AT 2 m b S &%E 2
OEBEIAIB LOBEMEERE L. ERPRERRT 2720031 » F—HflEZ Al X Cu
DEBEER LB L OER STV D (3-89,

,E%E'

NI — =%-U
EEMF

% 5 {A& (Al, Cu)

3-3. Li “REMEMOEAX 3

TREMARMEIOTEWE & LT, BUTTII R =R MBI ER S TnD, &
— R OFHAEIL 372 mAhg! E/NE W 4 @EEOBMEMEIOBRRE TR Kb B
TWo, IETIE, YU arBHeREMEE L TERZRT TS, v arOmE
B, IR T LisSi 2T 572 3579 mAhg! & @V MEA =<7 45, LinL, U a
IXFILEI > TRELSEBEENT D720, BRETA 7 L0 K LI XD EEBHF &
DIRFNFEET D Z & THEMENMET LIEWEORELZ BTS20 | RfmIZI3E
BEAPOHEEL TCLE D EWIHRBENRSH D, 2O DORMBEEMRT H720IZ, Si ORI
(A7 aPA RO F P AR SiHEEY ZIEME LT H LT, KEOEEIE
[F% T 2N Z OfERHEZ /N & < LTHEH & ORMAZERT2 28, HDWIEI—R
VTSI Ea—T 47 L0 ZORZREMEIT S 2 EERBR STV D, REEOZL
MM FRE OB a2 D, KEidPE SiZH)E 50 mV £ TofkE (Li k) XV IERED
Li, Si &720, T 0mV £ TOMEICEY LisSia & 725, LisSurbOFKE (B Li)
ZEVHEED i, Si AR END 9,

FxixSixEHRET BRI Z 2 (LPS) OAEMEEZRFIL TE, ZO—B&
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& LT, Li ZREMmAmAEM & L, ZOEWE & L ToMEL RS L CLPS DAk &
BEHM OB b ERETT 22 L & Lc, LPS &1E, X 3-4 12737 K 912 Si D 6 BER THERK
EnsvYart s r— FBRERICER S TZME (SisHe)n T, vV a7t/ v—h—HED
JEA1% 0.338 nm THY, U=z — MEOZERKIL 0.265 nm Th D, EFED LPS
X, ¥ 3-5 O SEM BITRT X OISR RIS+ pm, ES 3 pm &) RE B TG4

FOMETH D,

b

0.124nm

3-4. LPS ®EF VK a. F@EX, b, #I7HAK

3-5. LPS @ SEM 14
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LPS (/v 7 Si & 5720 ux ZEREFHOMEI TH D Z &b | EIC X 2R OIZRR
PEWZ ERHERISND, 72, VFULAA4 Ly (LiY) 1ZEL£0.12nm THYF /2 — |
OZERITZN LY HREV (0.265 nm) ZEH, LiFARERRTH LD Si 2 Z DZER
ABDH L THR LT RDZILENBEZAOND, DI LN, 7L 7 81 L HEL TH
BIOBHO S1 EFTLL A LT KR ENBZ LN, BEREICEBATELIFENKE L
20, RKERTHOZOREEZHKI LTI RDLIENTHIND, LrLians L TR
H1T Si02 IZZL L CLE S 2O BWBRETH D &V 5 HE A FFo,

ARFETIZ, £7 LPS @ Li “WEMAMOIENE & L TOMERE & RUSHEREIZ OV TR A
Do WIZ, PEREM L2 M5 2 & BRORKT TORY FWEHIZT S Z L4 BHIZ LPS

=R L DEEMEZ 2FHEH L. ThDHDIEWE & L TOMREIZ OV TIE~D,

3.2 LPS O&HK 1©

LPS 13CHk 1419 2B B2 T O X ) ICAR LTz, -20COBHEDH T, v —F—HiZ
HERE (FoeMigEdd 35.0-37.0 %) & CaSiz (L7 AX U v 78 & Adv, S22 HWT
BABBRE LI, 20%, MK TAHBMEFAIT> 2 & THCl #BREL, 23T HF TA

WY AT ) & TRAE LR SiO ZfRE L, BREGREIT -7, ROSHAKILX 3-6 (27

Si 780 (3

a o
bt -
Ca ‘ '
.HCI O .
Si oo%*g# COI'ICO > ‘.t‘ff;‘ffit’_’
o g %

CaSi,

‘lt.' x’dl <

Hex. a=0.386 nm, ¢ = 3.06 nm " Hex. a=0.382 nm, ¢ = 0.603 nm

3-6. LPS O& R 1k
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TRV THY., BOK T D CaSia NEMMEKD SieHs & 72> 72, CfElT SicHe DA 13 2
o) arg s — ol CaSie DAL Ca DELEICLY T arF /) v—
rDOEEEAE R, Lo T — FORIFEIEX. SisHs X 0.603 nm. CaSizi% 0.510 nm TH Y .

Ca & HOA A W Ko THIRAIRN D Z LR bhoT,

3.3 LPS @ Li ZWRE AR 10
3.3.1 BB IUEMmOER

LPS @ Li “R&EMEAMmMEREZ 7T 5 72912, LPS Z2{EWE & L THWEME XU
B D72 812 Siki§ (<100 nm particle size, Aldrich #) ZiE#¥E & L THW /=B A (ER
L7,

wiL, LPS, &M —Rr 77 v 7 (FA4 4 ECP), KIEDT=0HD 4 7 vi{b—F
LURE (44 % 8L F-104) ZE & 70/25/5 T/ rahrraEHOWCR#E L, Z7ao
RIVEPBE L TT 4V LRICE & FEoT2EMEE 10 mg 77HL, ¢ 15 mm ([ZH) Y L7
PEVREHE TER AT L A4#8 0.12 ¢ XK 50 HAB—ITHET 2 L S5 ITHBTELI
FRUAT, BEZEPT110 CTX2h gLz,

B, AAR N A TR L (K 3-7a) ZHV, ERMRIC EROEM, SR ¢
18 mm TV HL72&EY FULHE (ReRE 0.4 mm F), SRR L1 ZRERHE
fifik IM-LiPFe (& L35 TR, Wl jRIg= 27 L (EC) /[kfgT—F /L (DEC) =3/7

(BFEE)) . BN —=FIZR Y =F L UM G 3 E25MMS) Z VT4
37 D X H AL T, LLEOBEEIZATER-90 C Ar FHKO 7 a—7HRy 7 A

HCIT o7,
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B4 3-7. EhpERk a. AR LAMEL b, PRSI

3.3.2 EMRHEREME
3.3.1 I[Zit#k o Eu 2 b T RE M S E HIR-1010SM8 (2t~ h L. 0.7 mA H!
T 0-1V O#PHTHE. FTEDIEIZ 10 A 7 L0V L., T OBOIEWE M7= DI

AR HIE LI,

3.3.3 BEOSHT

TR AL 21T - 7o BB Z T+ 5 72 0l2, RO b - 7-Ef %z 3.3.1 FLai DR
90 C Ar FHRD 7 u—7 Ry 7 2R TA L, B0 H L7-EZ % o 2L DEC T
WL, Zua—7R Ry 7 ZAPICEHET S 2 L TR L, BB O LPS & EENH (71—
N7 T 7) OHMMEEZTARDL O EEME ML (SEM : Scanning Electron
Microscope) T XV BIEAITV, FRUEIZ LD LPS OEELE(LATHL 7201 X #RIEHT

(XRD : X - ray diffraction), LPS @ Si-Si. Si-H #i&ZA{bE 57027~ v orisy
#r (Raman spectroscopy) . LPS @ Si A5t T 22 b 2~ 2 12 DIZE T A B bk
% Jtme (ESR : Electron Spin Resonance) (2 X 555#7 417572,

SEM 1T, B O KRKBZRFE LB T-DIZ e —T Ry 7 AR TBERICHEE LTZIZT ¥
VAN T SEM BB ICBE L, Ao 727 ) uP— X E S iR RefE Rk AR
THAMEE S-5500 % FIVTHIZL L7,
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XRD 1Z, #BOKRKEZBLZE 2D/ a—T Ry 7 AR TAHIED F— LT KL Z 12 [H
E L, VA7 RINT-TTR % V-, #H CuKa, EE 50 kV, &Eifi 300 mA, DS 0.5 ° |
SS0.5° . RS0.15 mm CHIE L7z,

T2 UKL, R ORKRBEB LY O EME /0 —T Ry 7 AP TH¥EE L
HIZEA L, BHARSHE NRS-3300 B L —W—F < kit 2 VT, Bl & 785nm,
XL X 20 5, B 30 B, L —V— U —22mW THIE L=, 7~ oo
ZB L ClEFkx OFEORE R LPS IZBT 2 7 —# RX—An¥ g o oo, BEEFEFHEIC
IV Z2DRBEHGC LIz, BT LFEIRIILTO XL 51247572, £7°. LPS % 18 D
SiHz, 6 ffl?> SiH % & ¥p SieaHse & L TET AL L (K 3-8), /0 T DI ZEMEZ RO T,
Z DOIEIEIZDONWT, =RV F— DRI x T 2 R R L, IRV 21T -
2o BHETFEE LT, B3LYP 1819 2 Az BIULRISL & 9 2 & LRI SIE & v SR RIS
FELT6-31G(d) 20 & iz, ZOFETFE L EEBEECROMA G HEIT OV T, HRE)
BOAr—LKFE LT, 09613 BNFS5N TS 2, 22T, ZOR7—LVRTFZHANT
FHRAEZMIE L7, 2 COHEIL, WHE LS RHE 7 2 7 Z A Gaussian03 % iV CTiT-

7~ 22)

3-8. I~ EEMH LPS 5/ (SissHse) #Hfa : Si. A - H

ESR X, RREZBEZHST-OICE ME Fa—T Ry 7 AP TN L EMMEZ HD L
By, A LICANTES L TCNRNT 7 LVATERBESE V-8 D% Bruker

ESP300E M1 A B $LmRdEm@E |2 AdL, X N> RAIEZEIE F TiTo7m, AEVEER,
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HEL—27 &, Aldrich # 1.1-V7 = =/1-2-t 27 )Lt RT I ZjEafmuEap & L CHl
ELEHAEOE—7 Lo, HEARDTHZLICL > TROHEREE LT L10L-T
B L7, LPS &EM® 0.33 V EMLOHEIL, ZOfmoH 7N LT gain (/)%

1/10 & L 7=,

3.3.4 AER 1624

3-9 |2 LPS s L O Si K- EMO FBEREOELE L OF B R E =T,
3-9a OFERN G| YIEIOHKEIZI T 2 R A% Ei% LPS & 2847 mAhg1, Si kit
i1 1966 mAhg! & LPS WD SN RKEWZ Enboroiz, —AR2 ETiX0.81.0 VA

T CERERE N m (SEI @ Solid Electrolyte Interface) 234 F 5723, Si ETixED

5000 \ 3
4500 | a = LpSEHE:ME 25 | b LPSE B
4000 | - |PSER: FTE
—\m 3500 —r— S|¥J? *ﬂ-ﬁ H% .>\ 2
:‘E: 3000 | « SHIFEE:-FTE £ 15
3 2500 | z 10M--19'FE'F
2 g
g 2000 ¢
1500 | 05 IS
1000 | 0
500 0 1000 2000 3000 4000 5000
0 Capacity / mAhg”™’
0
Cycle number 3
C A ==
25 t SiflF BB
> 2
S
i
E=]
5
B
o

0 500 1000 1500 2000 2500 3000
Capacity / mAhg |

3-9. a. RMEAEOLE, b. LPS EMo e lli, c. Si ko 78 i i
(A RIS EIRR)
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FAENTENZ ERRE SN TND 2, LoT, MEMIBEH L LOVEREDOT T F— (K
3-9b, ¢) 1%, EMEWKT DI —ARL 777 RIZRBELE SELHKROLDEEEZ LI
%, LPS EMUZOAZFEBL L7 0.3 VATEOT T h— (IX3-9b) 1 LPSfrHOHLETH Y |
NIRRT ARAIEREENPRKRELS o TWNDH I Enbholz, EMOYIFEIFER EITTEY
EHAR T, LPS 78 1677 mAhgt, Siki+7% 910 mAhg! Th -7z, 10 VA 7 L FEHELIT.
AT LPS 78 817 mAhgl, Siki+7\ 464 mAhg! THFEM & & ICHIHE DK 50 % & 72 -
73, FERROE X3 LPS EMEAY 160 %, SihifHEME) 156 % T LPS SO AR T5
DINSInote, ZOBEBITENTIEZRWA, LPS OfEEFICHFET D SitF / v— M2
BROMAFEIZ R 268 F LT\ D L HEERT 5,

4 3-10 (2 LPS &> SEM 144 7/~d, @M T, LPSIIW—HR 77 v 7 IZHENTHE

" 10.0kV xi.0k ~ 50um

X 3-10. LPS EMiod SEM (KEET) 8 a. #IEEE®%. b. 10 A 7 VFKiER.
c. 10 VA 7 VFHEIC i X HiEH
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WICHFEL T D Z e Bl S e, PIEIOKE (Lifk) #. LPS I —Rr 77 v &
Bl LTz (X 3-10a), L LFEREZHRY BT LI TLPS & —R T T v 7
DOZERIIRELS 2D 10 YA 7V FEE (B L) BITITERNRE AFAELTVND Z
EglERE e (M 3-10b), ZOZERDOEE RN, YA 7 VA ENRD Z & TEMOEED
DT LM EHET D, 10 VA AV FIEICREE FEME (Lifk) 2175 2 LT, 22En
JERT & R TED Lz kS IcR bz (K 3-10e), 2t Lifkic X %5 LPS O RFEl
DFRRTZEE 2D,

WIEl kA RIS 1T D LPS OBERALFEM A 1 = X L% XRD I X 0 fi#g#r L7z (K 3-11),
FI o LPS Efi 51X 155 °, 47.6 “I2 LPS @ (001), (110)ICH¥KT 2 &— 27 3 HIE &
- (K 3-11a), ZOHKEHILa=0.383nm, ¢=0.570 nm TH -7, (00— %
0.4V (¥ 3-11b), 0.33V (X 3-11c) £ THEL-EMNL bRESH, ZhHDE—T D
PAMIEIE 1.37 "eR—Th o7, ZORERIT. HIRHEHBRIZIBNT 10 VELU 033V
(22577 b= E SN (X 3-9b) IZHRP 5T, 0.33V £ TOMREIL LPS ORfIEIC
A SEbZ RIEE 2D o7c b ) T ZRL TS, OV ETHELEM (K 3-11d) 2>
51, (0D E—27 NHEIE ST 25 “f(FTic 7 o — KA —s BN llEShz, Zhid, LPS
OREENIERE D LixSi IZEE L2 2 L AR LTS 159, 0V ETHELZHKIZ3V ETH
BLEm (K 3-11e) 2HiE, 25 “fHIlC 7 m— R —2R3HlESH, 15.5 “0(001)
E— 27 3RE SR oo, ZUE, LPS OJgtEEI I Li 247> THEE LRV & 20R
LCW5, 728, 5.8 IXHEHY T INHRNALL 437 ITEMOFDOAT ULV ARX Y v,
23.1 13 LPS A akIFORIZRNA Th % CaCle, 28.4 | 47.4 "1 LPS DA TH % CaSiz

WA E LTRAELTWD SiHkOoE—27 Th D,
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4000

(001) + CaCl,
3500 | hoilder S:JS x5
3000
i —a: as—prepared
> 2500
‘@ —b: 04V
E 2000 r
= 1500 | —c: 033V
d0oVv
1000 r
500 | —e: 0V—3V
0 1 | 1 1
0 10 20 30 40 50

26 /degree

3-11. LPS & XRD /X% —> a. fJ#1. b. #E] 0.4 V i#E, c. #)FE 0.33 V iE.

d. #IE1 0V ik, e. ¥l 0V &% 3V FE.

LPS O Rt 72 SitiE % 7 ~ 0 i L v fighr L7z, LPS (X13-12a) 2251%5 D
DE—2 75 382.6, 501.8, 643.8, 737.7, 835.4 em L [ZHIE &A=, Z 4T Sioki v (X 3-12d)
MHIIMRE SN E—27 ThH Y | LPS OFF RS2 KL TWD b DL F R 5, Fix
DFEDFER, LPS DT~ AT hMUZEET 5B 720072720, B HEFEFEIC K
D ZDIFBEHLMMC LI, BHLELPS OE—7 %#[X 3-13 IR T, WL DD/ E7aE
— 712Nz, 313.3, 472.4, 742.7, 886.7 cm IC KX 72—/ RGOz, ZHHITER

THOHNT- 382.6, 501.8, 737.7. 835.4cml s —HTHLUTOZENLEZ D,
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d.silicon powder
N

c.0V electrode

b.as—prepared electrode

Intensity / a.u.

a.LPS . . R

2000 1750 1500 1250 1000 750 500 250

-1
Wavenumber / cm

3-12. v A~XZ kL a. LPS. b. LPS &Ef##. c. LPS ERyIE 0 V &,

d. Si ki

Intensity

_ WL

2000 1500 1000 500 0
Wavenumber/ cm-?

3-18. FFEICLEVEHLIZLPS DT~ A7 hL
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FEAMZR BT OFE R, 313.3 B L1 472.4 ecml O B — 7 1% Si-Si AAIRE) (X 3-14a) (2
JB S A, 742,77 em1 O B — 7 3 Si-H #FEAUIRE) (¢ 3-14b) . 886.7 cm'1 & t'™— 7 % SiHs
XSRS (K 3-14c) IDIFBIND Z EBRbhoTe, EBRCHIE SN 643.8cm1 D —

IR E— 7123575 b OBREN ST, WL OPD/NENE—27 73 620~690 cm'!

HICAAEL, 2 biE Si-H BiFENIRENC B T& 72, b Z &6 600 cm LR
D E—271% Si-Si ZAEENIZ. 600 cm L EDO B — 2713 Si-H BB EENCRE S D 2 &
DGR D 2 e TE 2, Y =228 5 Si-H (742.7 cm'l) O E— 7 581X, SiHz

(886.7cm1) OE— & LIZIIFETHD, LaL, FEBRICHIT S Si-H (737.7 cm1)
D —7 5REIL, SiHz (835.4cm™) DK 5FEOMRETH D, ZOERL, A EOFFIZH
WEETADOYA REKFELTND EEZ D, DFD, SRIOET /L (K 3-8) 2B\ T
Si-H & SiHz (X[ (12 f#) fFET 223, EBRO LPS IZ8 W T SiHe vV maJ /) —

r DENDIZ D BAFAET D728 Si-H OFE SiHe D L LR TEZ W=D Th D,

(a) (b) L (c) PN
O OO,
O

@@@C)C)@@@

3-14. HFEREE— FOMERM  a. Si-S1 £, b. Si-H #i##iL, c. SiHz (T &7

FERTLPS ICHlESNT- 5 DO —2 (X 3-12a) X, LPS &t (B 3-12b) 26 Hifll
E ST, YAl OV B AT - o8 (4 3-12¢) 2> HITHE S igdro Tz, T ORERIE
OVHEBIZL->TSI-SIiBLOSIHMEENUIM S =2 L&/ L, SFLifEGRRAE LS
EMBEZ NS, IR L7 XRD OFEFREY 0 VEEIZ X > TLPSIFFEREITD Z LN

89



G330 TWBHIN, T~ KT OREEN S LPS 13 0V LEIC k- T Si-Si B L O Si-H #
BREIW S IERE O LisS1 ICE(bT 5 Z & dbhrolz,

B O ETF DOIFHZ ESRICK VRS L7z (K 3-15), &AL Z NS 2 A 1
MHIXLPS &k, SikiTEME LIZIZEA L= PRH ST, REETZIZTEALE
el e bhroT (IX38-15a),

0.33 V BN DITMEME HICHREORNE— 7 i Sh, AETFENE S A
L2 &nbholz (M 3-16b), b —27 OfftiEIL LPS Efx & Si ki FBmTHReY | mE
TRRDLBEOARKIEF 2RO BT, RIEORIBOT KL . MIFITAE D
FEFNRE O WU H 4 5 72 D LPS BBARD AR FET- D 5 55 SURL T EBMO AR E T LV b g
FRFHIA R E W D FE Y LPS O A B U EFEEEL ST+ O A B UL Y § REWZ &R
bhvote, SiRFBMOAEE T Si-Si BNMIE S TRAELZLDOTH Y, Sikito Si
] (Si-Si) FEEEIX 0.238 nm TH 5, LPS @ 0.33 V jixdE L, XRD O HRA & J& Witk
PEFFSHREETH D Z L 3> T 5, LPS @ Si-H 1% 0.124 nm , +— k[ Si

(Si-H [F+) O E#EE 0.603 nm, > — b Si ] (Si-Si) B 0.238 nm Th 5 (X 3-4),
Si ki Si-Si #ifE 0.238 nm L ¥ & KE W\ olds— ME Si (Si-H F+) Hiifo 0.603 nm
Thh, LPS O —7 X ZOFEMEEFICHR LY —2 Th b Z &g, ©—7
AN DRSNS LPS E&Y 72V DAY U EEX 3.5X1019/g ThoT-, £io, AEM
O LPS EREM-) OFmA Y VEEIL, SiTH 1HH7-0 1 OOARKEFTHDHDOT 2.1
X1022/g (1+29g/mol (SiH ®O4y18) x (6.022 x 1023/mol : 7R K Ku$)) LHHT
7o, Lo T, FHACVEEITHERBMED 0.2 %IZLniBERNZ L bhotz, EHIfE

PE - 7-F & LT, B0 033V 7T h—@&ph T o7 7LD ThdD I

MBS FERICEITL T RnWZ &, £, Yo7 U B HIEE TORICEM L
TLEoTZtENEZLND,

FEHE 2 VA 7NV BOBNSITEEME HIFE ALY —7 DHHE SN T ARE - 2NME
LA INT b hyoT- (K 3-15¢), XRD OFEFE S, LPSIX 0V £ TOHIINZ BB

5L E IR G AEE L. LPS, Si b1 & HICHMERERDZ ERDhoTND, ZD
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ZEMHWEMmE BT SiHERESERE D ST AKEF R Si-Si RS 2O LT

OICAXEFEE AL SNRP-oTo L HET D,

gvalues 203 202 2.01 200 1.99

— LPS electrode

— Si powder electrode C. 2cycled

h aamanl

gain:1/10 ﬁ
U
/ b. discharged to 0.33)

a as—prepared

-~

ESR Amplitude

3380 3400 3420 3440 3460 3480 350
H (Gauss)

% 3-15. LPS Efiids L O Si ki B ESR ISR a. #1#]. b. #E 0.33V .

c. 2 A Z VI IHEE

U LD G, LPS 13 Li “REMABAEYE S LT SiRFX0 bAFENRE <,
BB NE B TH D Z Libhr o7z, £/ LPS OFetEe LTIE, 1 A 27 VED
EHFRIC BN T 0.3V ANETY 7 b= S 525, ZHiE LPS @ Si-H f5& 2301l &
NTAMEFZELCLHZLITERTSZ L, £ IICEY LPSIIERER L 20 2Ll
2T OFRBEIRDUCIB W THRERZMERT 2 Z BN -T2, 728, LPS %X
3-6 DIFIETERIR TAM LI Dz SisHe0s3 19 38 L ONLPS O/kFEE 7 LF /LT I R CE#
LI &2 R & TRFTobk 28 IR MEBA RTINS VR THY . LPS 1T Li ZRE
e AIEYE & U TENMER S D 2 L bhrol,
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3.4 LPS EMEMEREOM EORE
3.4.1 ZLHIC

3.3 FEIZBWT LPS & Li “REMAMATEWE & U TRl L 72 R, SiRf & l~TH
BN RIS BHEIZLDEBEED DN Enxbholz, L LY A ZVERERRER
FHTHY, ELEEOL IICKEH TS0 ZZL LT LE I DRV PO BEE LN &
Mo, IOLRDLIMFADRETHDH, REIZBWTEL, 2 bOMEZRERT 572912 LPS
EH—RTHEBT DI E 2 EOFIETRATERICOWTE E D, 1 2AIX LPS
LA m—ZDOHEEME (LI, Si-CHEEMED Mt L, #@EICLPS #BUT0 s 7 7
7A b EFERRICBATEMEE- T 2 2 L 2R A TEE, LPS SRV OR TS A
H—Tdh% PVAF-NMP (KU 7 b=V F v -N-AFu—rtul Rv) WEzREA L
TBRIZRAK LTEREBE R S5 Z Lnh, LPS EDRGMELE L TEIKEARE WA n—2 %
BIR L7, A7 —X 3 316 IR THEEZR D, WHEOTMRDTHDH Z & HHY FHWn
IR R EE DB ARETH 5,

2 SHIE LPS ®RICEVEIREZ B 2 70Tk L LT, =R B WMHAERETH D
pulsed laser deposition (PLD) (ZX& - CTHFd 5 Z &2 L7z, @, MARICx LT PLD
EATOGEABIREOAHEINTLE 2, AFEIZE W IR E ALz B % bl
R SHAR B DTV, MRBIRICH — R 2GS HT- 20,

3.4.2 Si-CEAMEIO Li kB AEMERE 27
3.4.2.1 Si-CHEAMEIDOAERK
Si-C EAMEHILL FO L S IZAK LTz, #-90 C. Ar FARFAR FDO 7/ a—7 Ry s
ZW T, NARD #hiC & REHEE L 7= LPS 1 g (26 LTRGBS 2 7 0 — 2 A &
11, 12, 1/30 14 T, FOEMEBETRERMK 7 meRL s (7 I LR CTiREE
HTHABZHNTREM LT, 7RV aflismgsg, 7a—7 Ry 7 20 LT s 5
ENEVE & AV C Ar ZPHAC T T 200, 500, 700, 1000 ‘COEET4 h B L7, Hik

L 10 C/min & L7, ZO X ITER LTIEWEEZ . DR 7 m— R EE & — ek
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REDIEIZ 1/1—200°CHO L H IR T 5,

CH,0H
H b —oH " u
OH H H HO
OH CH,OH
H OH OH H

3-16. A7 u— ADEE

3.42.2 Si-CHEEMEIOSHT

Bk LTz Si-CHEMEHE . LPS OREHERF ORI L OV — R UL OB AEZ R T 5
7ol X #EHr (XRD : X - ray diffraction) . 7~ 43 #4547 (Raman spectroscopy) %
1. LPS @ Si-H #& O EZ iR T 272012 7 — U =B MRy ek R (FTIR ¢
Fourier transform infrared spectroscopy). #EtDFZIKZ MEFRT 5 72 OIZ AR E B
#i (SEM : Scanning Electron Microscope). ¥t Si/C #Hpk Z HEsd 57O LLFIZ
T EAT ST,

XRD, 7~ v43¥esHr, SEM 1%, 8.3.3 & & RIARICHIE L7,

FT-IR (&, TNV —FTT 4 7 Z4L7 — Y 2 BB 536 3EE Vertex80 T Si it~
U X Lz v, REFFHR T M FRE 1 em™t, 60 FEFEH T ATR (Attenuated Total
Reflection : &FHHIERE) TfTo7z,

ERSHTIE. 1/1-700 CIZBI LTIk, SilTEEE, C 1ZEEHE TRABE- RAMRIINE, 6
I EPMA & X #iREHIZ K o T, ZOMoOFEHIE L Tik EPMA 5O 4 ToHHT L

7. EPMA (X AE o JXA-8200 THIEZIT-> 77,
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3.4.2.3 Si-C B A+ K EMAFERTE
Si-CHE A ELD Li kA mIERE 2 54 2 72912, 3.3. 1 I Re#i 0 ik & [FEEIC Si-C
EAMBIB L O e LT LPS #1EWE L L CHW-EMAER L, FNEHAALTE

MR U7z, £/, 3.3.2 IZRLHDTTik & AR E MR ERAR 21T - 72,

3.42.4 FER

Si-C #HAMEL & LPS D% XRD (2 X 0 fighr L7z (¥ 8-17), X1 3-17a 13X LPS/A 7 =
—A=1/1 R 5RE TR LB o R TH D, LPSIE 153 °, 26.9 °, 474 "I
LPS ® hexagonal == ht/L a=3.82A ¢=5.79 AlZ&1} 5 001, 100, 110 ([ZHKT 2
E— 7 BNRE STz, 28.4 7, 474 CIZEHAIES 72 B — 2 1, Si (cubic: Fd-3m) @ 111 |
220 ([ZHET 5, BERIRE RO 52 TO Si-C EAMEHIX LPS ICHKT 5 B — 27 23
<, Si (cubic : Fd-3m) IZHRT 28— 27 BNHIE STz, S HIT, 700 ‘CLLF THERL L
72 Si-CHEAMEHI1E32.6 ° | 35.1 ° | 42.2 ° ([ZH—Rr (B5&) @ 111, 020, 201
E— 7 NE S 4. 1000 CHER N S IXFER BRI RO 7 m— FE— 27 73 35 ° iRl
EENz, LLEOENS, Si-CHEHAMEHII W TIZ LPS O MM AEE L, 700 ‘CLLF
TORERIZE D A7 o — 23R —RAZZ B L, 1000 ‘CTORERRIZE D h—HR D
FEERPEIZAIEET D 2 L b o T,

3-17b % LPS/ A7 n—RLDER DMK 2 700 CTHR L2 B O RTH D,
1/1-700 °C. 1/2-700 CH» 51 28.4 °, 27.4 "1 Si (Fd-3m) 3L 10 32.6 °, 35.1 °, 42.2
WA —R Yy (BT AR &, 1/4-700 CTH 5% Si (Fd-3m) 8 X OFESE RSO
E—7 25 IR SNz, LLEORERD S W UBERIREICBWTH A7 n—REA R
MENGE I —R U BIEEET DT Enbholz,

3-17c¢ 1X Si-C #HAEMEH @ Siki+£5% Scherrer I LW HEH LR TH D, Siki

FRIE, BERIREE D LA - TRELS R Z LD T,
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~

S

o

w

o
1

(a) Si(111) —1/1-1000°C

4000 |- —1/1-700°C 22 - (© )
L 1/1-500°C |
3500 —1/1-200°C Si(220)

3000 —LPS
C(111) C(020)

SiFI % (nm)

Intensity
(o] N
g
o =
]
[ ]
]

LPS(001)

20/ degree
3500
(b)
2000 | — /4 700°C
—1/2=700°C
L —1/1-700°C
2500 Si(111) —1rps
- i o Si(220)
=2000 § v
c
[
E15(D

26/ degree

3-17. XRD /% — > a. BERUREDHE/2 % LPS/A 7 v —2Z=1/1, b. LPS/A 7 m—X

DEI2 D 700 CHERGL. B X W e. Si-C EHAMEH D Si ki -8 (Scherrer L& H)

Wiz, Si-C HEMEIR DY) o) ) o — N OIFEEHERT D720 T < ST
Lo L= (4 3-18), 3.3.3&|Cb L=k oIz, vV arF 7 o— M, Si-Si ZEAE

Bk 382.6. 501.8, L 1643.8cml, Si-H #EFENIREIHE D 737.7 cm1, SiHz 1% &
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HAREHRD 835.4 cml L\ D 5 RDFHEMN 2 Y — 7 ZoRrd, 1/1-700 CrblEy U aw
F = MIHKTLHE =7 BRIEINT, 520 cmITHEMME Si. 18340 em T — AR v
DIFWERD DT T /R (DA R) BEU1590 em i 7T 7 74 b (G /3 R)

HSkD E— 27 SE Sz 28, LLEOREE S, 1/1-700 CTIXLPS i3y V av 4/ v —
NOSHREE U CRSAME ST &0 . R =R h—R T KT D WIZIERER, BLO

77774 baRER LI Lbirol,

2500
1 2000
M
7 1300 2z
w
C
—1./1- 700°C *E
—layered polysilane 4 1000 =
—grystalline Si
4 500
1 L D

2000 1500 1000 200 0

P -1
Wavenumber / cm

3-18. Si-C HAEMEI D T~ AT b L

RIT, Si-C HEMEH D Si-H #6289 2720 FTIR IC X W fiftr L7z (4 3-19),
LPS & 1/1-200 “C2>5 1% 2100 em™ 12 Si-H B30 v — 7 3 IE S8, ftho Si-C #a
BFD S IXHIE 72D 572, 1040 em?, 800 cm (X Si-OH 3k TH Y | ZiUIKKF T

DORERFIZ LPS 235881k LU SiO2 (ZZ& bd % Z & THRAELL LRI,
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0.35

— A= 10007
1/4- 700°C N
1/3- 700°C 0.3
| SP— T00°C
1/1- 700°C 1 025
1/1- 500°C
— = 20070 102
= |avered polysilane m
1 0.1
Y 1 0.05
N
| 1 1 1 D

3000 2500 2000 1500 1000 500

Wavenumber / cm™!

3-19. Si-C #HEMEI D FT-IR A7 kL

LLE XRD, 7~y ks, FT'IR OfiRE £ L0 D L. Si-C EAEMEIOARIC
LPSIZSilc, A7 u—RXFIEREHDEVEI—R T/ RF. BLOY T 774 Mk
L7 Z &Ml STz,

RO TGIR 2 s+ 2 72012 Si-C a1 s L O'LPS o SEM 4 2 #8142 L 7= (X 3-20),
[ 3-20a-e 1T ZKEFH. X 3-20f-1 1ZXHE B TH D, X 3-20a 13 LPS DX 3-20b-1 1%
Si-C #AEMEIOB TH 5, 1/1-700 °C (K 3-20b) 1% LPS & T 58RO, 1/2-700 C

(X1 3-20¢) (XRFIRAKD, 1/4-700 C (X 3-20d) (IHCAR ORI TR Sz, Zh b Off
B, MBI DOR 7 a0 — A EHEITR OO EICEELRITT Z EnbhoT,
1/1-1000 °C (1] 3-20e) |3 & 1T 5872 DI ROKL 73 BlER STz, ZofERIT Eidf o XRD
DA, SED “1/1-1000 CiL Si-C HAEMEOP TR H K E 72 Siflidh (cubic : Fd-3m)
BREo TS E—F L TW\5, X 3-20f 1% 1/1-700 ‘COILKSHE 1143 L O EDX O
RThd, KABFBRIZENTTBEMEOEND I —R IR, St TS 2 &n

bnoTWd, ZOBEB IO EDX OfiEn5 ., 1/1-700 Clxh—&R v ORi+ Bz Si
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DB L TWDIREETH D ZENbhroTe, TOHCK Sild, LPS 2MEDO AR LT 6 D

EEZ D, X 3-20g71 1% 1/2-700 C (K] 3-20¢c) IR LTEKHETFBTH D,

X 3-20g

DIRTHEATEEALIT, TR SI DB LI2 W — R ERIKTH D Si-C HEMBIBEEA L, N

DAH—RMEZTWELEEDOTHD Z ERb-o72, K 3-20h,i 1ZX 3-20g FOLEMOIRT

PHATERN 2 S BITHER L2 b D TH 5, X 3-201 @ EDX Otk 6 6, Si-C EEMEH

3-20] DETNKD X DITHNERR I —R >, I8 Si Th D Z & BB STz,

Si plate
carbon particle

¥ 3-20. SEM —&k&E+% a. LPS. b. 1/1-700 °C. c. 1/2-700 °C. d. 1/4-700

| @“t @_ui S)

28A%=l 1300 HAE ki

U Bk 435 b

B

1 2 3

1 2
4%l 435 HAUH ke

OC\

e. 1/1-1000 CH L O 5E % £ 1/1-700 CH:- KK - EDX, gh. 1/2-700 C .

i. 1/2-700 CHi kX - EDX, j. Si-C &M EET VK
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U EOFRERNS, Si-C #HEMEHL, LPS O MM B L7225 (XRD) LPS O/ Mg
ThOBIRIEEN R ST £ E (SEMB) #iatE Siicie b (T~ 000 .
VEBBELTWD I ERbh ol ZO Si-CHEMBIOR IR =—2 T, SikLT L&
G & FEMELE LTz Si-C EAMEIOIRIT SR -2 7 —R U BN BT 28 29, 2t

2L WOHEETH T,

Si-C EAMBIOBMABBEFEL, EESHOREN O L7 Si EEY - Th#ka1T
>7c, SIF-CHEEMEIF D ST DEFREER LOSTEEL®R 3-1 1277, flxiX, A7 r—
AHRDON =R EHREIT 42 wWt% THDHZ L6 LPS/IA Y m—2=1/1 OE Si OGS

HHIT 493wt s H SN 5,

# 3-1. SrCHEAME O St oFF R FRERiES X O FER{H)

Theoretical Si wit's Analyzed 5i wi
Samples in the electrodes in the electrodes
1/1—200°C 49.3 47.8
1/1—500°C 493 55.0
11—700°C 493 3.6
1—1000°C 493 3.5
12—700°C 38.0 429
1/4—T00°C 26.1 0.4

3-21 (T 1/2-700 CH LV LPS OFEE 2 R~d, W& L b RE RARWHAEE
L7z, 1IVAHED T b —13 334 B TR LHICEMBTOI—R 7T v 7 BITHEAT
5 SELHROHEDTH D, LPSIZ 0.3 VALIZT T =2 Sz, 1/2-700 CE5E
2T Si-C HEMBHZIZEh R FHII E e o7, 2D 03V AHED T T F—I%, 3.34
ECHRA LT LPS © Si-H A28+ 52 &L TRAETLI LD EEZ B, SiCHA
MEHZIZ Si-H f5ADTEE LW OHIE SNaho Tzt B 2 D,
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2
N
T
—
b
S—

Potential /W
o

0 TIE I
0 1000 2000 3000 4000 5000
Capacity / mahg—1

Potertial /W
o

O | |
0] 1000 2000 3000 4000 5000
Capacity / mAhg—1

3-21. ZHENKE a. LPS, b. 1/2-700 °C

3-22 1T Si-C HAME. LPS BLY Si M FOFREBEREDY A 7 VEEERT,
1/1-200 °C. 500 C. 700 ‘COfHAEEIL LPS LA T, 1/1-1000 Cldzh kv b
REMELS, SR HIEE B o7- (K 3-22a), 1/1-1000 COFIAR BN MO Si-C
AR E L TRV OIE, S OB R K& 72 STk - TSN TS (X 3-17c,
3-22e) Z EMNHEHBIEEEZZLND, L 10 A 7 A4, 1/1-200 “C, 500 °C. 700 °C

IZLPS LV b EmWAEEZRL, 500 C., 700 ‘CHER LT 1200 mAhl 2R L=, BAELY
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AR L7z 700 CHERRICH T D LPS/IA 7 m— R kD72 2 Si-C HEMEIO W A 7 VRt % X
3-22b IZR T, 1/2-700 Coim b mWEEREZ R L, 181X 1900 mAht, 10 1 7 /L H
131450 mAh! ThH o7z, ZOMERRbEWARLZ R LIZOIE, Si & V=R DT R
WERIETH-TZ LR SRS D, K Siid, A7 o —ZAHRO I —R AZEY £F
LZEILk - THlET D Z &S KEZHTZDITIEETONIR Si B h—R

BV AT ZEMMETH S, 1/2-700 ClL, 1L A E2TONER Si BNIEY 1< Dlz+45

3000
( ) ——1/1-200°C
2500 | & 1/1- 500°C
oo —=-1/1-700°C
< B —#-1/1-1000°C
E 2000 —I—IéPS y
—4—5j
\; 1500 - i powder
B
Q
8 1000 |
©
[&]
500
0
0
cycle number
3000
(b) 1/1-700°C
| —&—]/2-700°C
2500 =0-1/4-700°C
'Tbn == PS
é 2000 r —4— Si powder
€
E‘ 1500 r
E
§ 1000
500
0
0

cycle number

3-22. KEREYVA 7 VFHE  a. BERRIRE O R (LPS/A 7 v —2=1/1),

b. LPS/A 7 m— Atk g (700 C)
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BREDHN =R BIFELTLEEZX D, ZHUTK L, 1/1-700 ClIh—HR B3R L Th—R
v EET X RVHCR S1 AL L, 1/4-700 Clxh — AR PRRENAFET H 2 & TIHWE
o St A RMET Liz &2 5,

3-23 12 Si-C HAMEL, LPS B LU SR O FREAEOMFFREZRT, Si-CHEEHM

BtORBHEFFRIZLPS B LU SIALT- L EERTmW I & 3bnoTz, Si-C EAMEIOMERF

120
100 | (a)
==
™~
5 80|
=
o
8
® 60 ' —ay/1-200°C
_g 1/1-500°C
s 40 -®my/1-700°C
3 —=1/1-1000°C
20 -\ LPS
—4— 3i powder
0 | L
0 2 4 6 8 10
cycle number
120
(b)
= 100 |
~
oy
o 80 t
=
[
8
® 60 |
> 1/1-700°C
& 40 | —&-1,/2-700°C
a
) ~®-1/4-700°C
20 | —|-LPS
—4—Si powder
O Il Il 1 Il
0 2 4 6 8 10

cycle nuber

3-23. FLEABEMRER  a. PEAIREZOHLE (LPS/A 27 n—2=1/1),

b. LPS/A 7 m—Z kot (700 C)
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FEREOOIL, Si WEREENMEZ LTEHGE T A7 e —RAHkO T —R L Hfl L TR iE
BYERHERF S L2720 L HEER T 5,

LLEDORERMN S LPS & A7 m—2 %k LTHEBK Lz Si-C EAaMEHE, BhARR
FOEEHERFE LPS L LR TEWZ ERbhoTe, i, Si-CEAMEINERR 7 — R
Y EITHR S BB LR TH D Z Ennh, Si & h—ARr ZHMICES LEEA &

TSi~DEEMRNEN ENRHEHEEZ NS,
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3.4.3 H—R>=a— | LPS @ Li “KkEMEAEHERE
3.4.3.1 H—A>=a—hk LPS DA

3.42IZBWTIILPS D A—HRra— k&) BT REERhoTod RETIHL—
P—7 7 L—3 3 ik (pulsed laser deposition (PLD)) %W\ T LPS % 4 —R » CTHE
DL aRl Al M 324 \RT R RLT, AT T« 74 ¥y A I Nd-YAG
L—HF—%2H, =¥ —E:0.97J/shot, E L : ~532nm, /YL Al t : 8~10 nsec
DL—W =% H—7 v FTHDLI—R N ¢ 6 mm O T 10 EERF T2 L
IZk o T, BHAS (Ar T RAEA) WO LPS2g 2 —R L THE L=, LPS HREEKIC
FARARL =Ry a— T30, REEEEHRSE RN L L—Y —REK 217572 20,

AEHE, 10 oMENRBEIC K D2 —AR &35 % 110l 3al, 6 T2 DA{ER LT,

=
B L=t B

X 3-24. 1 —R > 22— bk LPS {EREEE O RL

3.432 HI—ARr=— b LPS OoHF

B LI —ARra— b LPSHO Si, C Z@E&aHr L, B & EARE B (SEM :
Scanning Electron Microscope) (2 X V&£ L. X #E#r (XRD : X - ray diffraction) |2
&0 AT L7z,

ERONTIEL, SUIZHEEE, CIIEEHE TRANE-RIMRBRINE TRIE 21T - 72,

SEM & X O XRD (&, 3.3.3 & & [FERICIT - 72,
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3.4.3.83 H—A v a— LPS O E 214
J—ARra—k LPS @ Li “REMEMRMREZ FHl9 5 72912, 3.3.1 ([ZFE# D Ik & [A]
I —ARa— M LPSBIOHEEE LTLPS 2IEMWE L L CTHW-EBHRAIERIL . 1

TALAIA AT B AER U7, $£72, 3.3.2 [IZFC#i D 7L & [FIRRIC AR RN 217 > 72,

3.43.4 fER

REMBORRD —Ra—k LPS Ol —Rr a— hEERD -0, BT O Si
BLOCOERMTEITST2, 2g O LPSITHT 2 W —A 22— h&E(&, 0.025, 0.25, 0.39
g Thotz, UK, 3FHOREHI I —R > a— hE%2H VT C (0.025) -LPS ® X 5 R
R

HAEEB ORI LT — AR a— bk LPS # Bi#lE2 Uiz, LPS XSGR TH D03, WG
I CREBICRAN LT (K3-25), ZAUIH—R L ORERNEL o7, HL<
TR (RESR) L7228, HOWIEZOMENHAB EEZ HND,

68 €(0.025) c(0.25) €(0.39)
-LPS -LPS -LPS

% 3-25. LPS & 1 —AR > =— | LPS O %
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—ARra— K LPS OFRB RO — R EREEZ T~ 572912, C(0.025)-LPS I
FOLPS @ SEM A4 bk L7 (M 3-26), #BIE55 1,000 Dh 5, €(0.025)-LPS DI
Wi, LPS f T OIRZHERF L T D 2 EdbinoTz, £7o. BIEMEE 300,000 (X 3-26
WNIX) OBIZEWT, C(0.025)-LPS Ogicxt LT LPS oIz A< Bl shi, ZoBalko
EAEWETRBOTF v —U7 v 7OESNWEERT 5 Z &5 LPS 13477 L. C(0.025)-LPS
IXHE LR o722 EBNbholz, DF Y C(0.025)-LPS 1T —R > CHATEX=Z L 23

mEhi,

3-26. BIE%R 1,000 ®» SEM # (NI : %2 300,000) a. LPS . b. C(0.025)-LPS

B —Rra— | LPS Oi&%s XRD 12X 0 fighr Liz (K 3-27), 2 TOREND 14.7,
26.9, 47.5 °lZRNJ7dH® 001, 100, 110 (a=3.82A. ¢=6.03 A) ICH¥KT 5 — 7 MR
HEniz, 3.4.2 FEOBRFHERN D, LPS (X 200°CLL EOMEC X > CTREJEH2 AEE L Si
272D 2 LMoo TWDA, ARl PLD B X D0 —HR 2 O s CldRpTIcIiT iR
270D 2 ENHEER S LA 0 LPS 2RI EIRIC /e B o T T2 O & B R 57 LPS @

JAHIEE ZfERF CE T b o T,
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450

* LPS

- Si
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Rz, Si%F /MBI THLH A Y AR—F 22U % (MPS : mesoporous silica) 35 Lt
J@RAY 7 (LPS : layered polysilane) % Fi U7z #ii& BiRIME Si %)/ MEtO &
il ARFEM, E T r e XK WL A, BElE (FC) EMENIRD 50 T
Li “REMEBMEI~OIEAZ M & L, ZOMEEEEL L ORF L2 £ L nTk
bLDOTHD,

25 1 3Tl MPS 5 X O LPS O EORHEER KON 2 MO ABNZ W TR L,
RO B, BF, FEICOWTIRAT, AREFFETIE MPS O#GEIED b 5 Miflis L OH
HIEERAS FTREZR M LEEIZ S B L. MPS % FC BMEE~ISHT S 2 L2/ e L, 2ok
REZFEIE & LT MPS OG R iER LOEREM TIEL M Lz, £/, LPSDO S8/ &
— FHIDOZEREAY 0.265 nm THY UF v LA A (LiY) OER0.12nm LV HRENWI &
IZH& B L, 34 Si MRS BRE ST 5 Li kB &~ LPS #IS 5 2 & 2k &
L. TOMREZHERE & LT LPS OARITER L OUE Hikamat LTz,

5% 2 W TCIX, FC EMEMRE~DISHZ B & LT MPS KOG & AR EM 7 222D
Mt EAT > 72,

2.1 TiX., FC DJFFLI L OAMIE T 5 MPS %5 L7z 2 O B E I ORERK
IZOWTHR_7=, 1 2B e I AZEDEDDO T IVF LT = =)L ALK VAL E
fifi L7z MPS [, 2 2 BI3A A R Z LIS IS L7z MPS R, 36 KO A RiIE
T VL ALK o HEERT MPS OFIFLAIC FEIE LM BT 5,

2.2 TlE, MPS OEREMHFITHONWTIHRRTZ, MPS D Si I THLT R T A FF v T

(TMOS) % K5 - BAKKES T DEEOMIE & 72 % HCL OINE:, 35 X ORI O 15 5
TR AT 25 2 & THRFLEBIMED & MPS % fEirEm <55 2 LTz Lz, AL
7= MPS OMIFLNIZ PtRL -4 A L C TEM Bl 4175 Z & T, MPS OAIFLANAFFE (K
0.17 ym?2) (et 2o 2 L SRR T & T,

2.3 TiZ, MPS OHIFLEEIC T /L)L 7 = =)V ALk v ik aEffi L, FC AEMER S LT
Ml L7 fERIZ oW Tl Rz, ZOFER, TAFNL T 2= VAV ER VO T VXV E R

T2 LI Ho TGN LT 252 LRI, 7'v b AREE R _EO7Z D213
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NI Emm W E Z B4 L MPS O FEE MG Z /NS < T 52 L. £72 MPS B IZB
KREZHAT D2 L aMBRGHaEE L LTIRD Z &R TE T,

2.4 T, KBARER T w b ARBIKTH DA F kIR EZFIT 5 2 & Trthae s g g 5
EERT DI EERBIL, TOMEICONWTERZ, £, MPS OMILICA 4 ifik% 7
WUEMEIO 78 b AREEEZRIE L8 2 A, E 0 %RH OB TH- T 180 CTE
TOWRE EFIZHE->TT v b AREEOYIMIEL L7425 2 &30, 150 CTETOfm
BVEZfERT D52 LN TE e, 2O &G, RS LECHEREMHFEEKA 100 CLLTIC
[REXNDHAT FC FAEMERET 7 4 A ICHA_REFRSH 5 Z EBNbhroiz, —J. MPS
WERRIC AV R R A ERIT D &L A A VRIKRD T v N AREIEERB T 5T A BRI
RIS SRS o7 m N ARERIR SN D Z LR B NI o7,

2.5 Tk, A A ik MPS #ii4 Az Eisz 4k (MEA Membrane Electrode
Assembly) {E# & B MEAERHN 217 o 7o RIS DWW Tk~ 72, FC FABAENR & L COME

M 572912i%, MEA 2ERT 20BN H 5, ARG LI TiX, A 4 kiR
MPS #EDOMVERE A+ TS 5 Z LN TE R oTc, ZORRKE LTiE, EMmHEORIC
RMGDPAFAET D Z L THAD T v AF—"—=BIRNHELIZZ L, Pt ANy X B % fEH]
L7z Z & T He HADEERME, RISVEPMEN o722 ENRBZ b D, £z ZIVE COMFHES
KD, MFLESIE GEferE) oy MPS #lRIE, R AR Ea R B3R RN N
Wz Do TnD, LEDZ &b, A A ik MPS 2 fv 72 MEA fE8I213 Bid
L2 OMENBFIEL, MPSIRZT v 73— M2 WA i b L322 &, B b
\Z Pt 2R FIRICETES D 2 L2 W BHEHE L THLZ &N TE,

F3ETIE, Li “kEMAR~DOSHZEM & LT, BRKRY > F7 > (LPS) Ok
L OZDBEIZOWTHET LTz, LPS & kKB OBk & L oMz aiE & LT
fili L7z DX, FHE DM DR AP R TH 5,

3.1 Tl, BMOZE, BLO LI “REMOFHE L oo Li ka4 2580
FEDENANZDWNWT E &, ABFFETIT 9 LPS OFEFTOERIC OV TR,

8.2 TIE, LPS D&k & HEHEHEIC DTz,
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3.3 Tl¥. LPS @ Li “kEMAMMAEIC >V Tik7-, LPS 1%, U Si A chH s
Sikif &b L CRENPRE SHBEEMA/ NS N ERbooTz, LPS OFet e LTI,
WIEFEERF D Zx 0.8 V AHILIZHEIIRIZ 77 F =0 S d Z L bio Tz, U3t
OFERLPS 4T 5>V a7/ > — bO Si-H #EG DU S NAXIE T 2838455 2
LICERRT D Z Enbhole, £2O7 T b=, LPS I3 ERE 7 ZnLES
TOFRBERIUZIB O TIRMERZHERF T2 Z &b o T,

3.4 Ti&, LPS O & “REMAMMEREIZ DUV TR~ e,

3.4.1 TliL, LPS OUWEMELDOLENEIZ DWW TR ARIFFETIT 9 2 FEHOMEORERLIZ
DNTHRARZ, 1 DHIZLPS & A7 n—RAFRARERT S5 Z LIk > TH LN EAME

(LABE, Si-C #AMED . 2 D HIXLPS &RICEVBIEZ 5 2 725k & L CBRSTE T
& % pulsed laser deposition (PLD) |2 X~ T LPS %4 —&R L THeE LB (LI, &
—ARr=a—KhLPS) Thas,

3.4.2 TiX, Si-C EAMEIOG M ITIE, MEHENT I L O Ll kB AMRMERE 2 34T L 72
FERIZOWNTIRAT, Si-CHEAMEHE, LPS O @& T U7 3Bk i — R 2 2 Ak Si
W Lok A FF o =— 7 Rk & 720 | EBMA &, YA 7 VERER LPS & AT
Mmofo, THUE, St EH—RUEBEMICIEA LTEGA LT St ~0OHEEEREHL kol
ZENHBEEZIOLND,

3.4.3 TiE, I—aRra— b LPS OERKITIE - MEMITI L O Li kB EAGIERE 2 3F
fili L7z R DWW TR 7z, I —AR 2 — F LPS 1%, LPS ORE LR L TR0 | HEHlA
BB LOFEMREN LPS LR TEWZ ERbrolz, LPSZ I —R L CHETHZ &
WX, BEERMELEZZE, BEXOLPS ORBEEELZMG T2 ERZDHBTH
LEFEZBND,

LR CT&E 72 L 910, Rz, SikF /M CTH 5 MPS 88 L ONLPS % & L2#
BUMEHAINE S1 R T/ MBto G E | LB, WE 7 vt X2 X200 bz, BRE
M EMENE D 5T, L R EMABM B~ OIGH 28k & U, 2 OMERe a2 $aiE & LT,

BEtLIEE £ L Db DO THD, MPS & FC IEMENE L TRV 5E, 7r by

116



{REVEFEH D722 MPS (2 A VAR 2B 5 2 & et Lok, L& & W
HzEfi L MPS OFERLMAREEZ/NS< 528, MPS BRICHAKELZEATHZ &
AMBEGEHES L L TR 2 LN TE e, £ A A ik z MPS LI L T2 D
7o M AR EFIH T 251 MALNO ZVER CEDOFEIEIIA U RIEO 7 e AR
BAMEIT D720, AR I EM LW N EMERARE T 5 Z LR LRI R o T,

£ LPS # Li “wEMAAMmE LTHRET 25 2 LI3EFEHOMBDIRY R THDORAL T
oI AL SiAMETH D STRF &l L TRREPRE SEBELRS/ SN &b
MO ENRMEITH D Z Lot S 6 HMEREN LD HIZIE, LPS ~DilE
PEDT b L OFREIZ IR 2 06§ 2 BN H D Z ENWSNITRD . AKPFEICBW TS 2
FHOFRME 2 KT D LR TET,

R AL F AL B By AL O BRE) T RV — 2 AR D R O IREBE IS b D B e = L
F—I AT L THDH, I > TEHRMIZT RV F—2AERT D 720D DR & 22 E 0K
ZATbNTEY, AL ZO—HEHI LD TH D, WREKE L#REARWVIEED AT
—. FEEZAS % BIERL, BEIELODZR VX =V AT ABPHMESND Z L& T
RFERV, Flo, KL TER SN I —AR L 72—k LPS (X LPS O RKHF TOEY %

FREICT D LD THY, 5%EA 20 ~DISHZHHET LD TH S,

117



118



PHEF

KL EAERT DIZHT= 0, BEI2 D THEE Y £ LA BRRYKF b LP e
PR RS EICREH OB ER L ET,

¥, ARARDIHHEE B TR EVEEEE L RME RS BTN R
ERETAE, A RRY LR e BEReAE. W ) - e Tl
ot v ¥ —#d% JuEEAESA. R LAERJERERAT LI Oi Lun Helena 4E/EIC#E<
B OBEERLET,

ARHFZEIE, RSB PR R ICB VT To 2R L2 Db D TH Y . AR
EETTHICHI0 THE L iAo - TR fEM v =7 7z u— T
+ PEHZERHEE. EAERBEEICE LR LR ES, E/LFEEEZE T
TREF WL R % 15 > T A E R AR AT e T 8% & s e A= LR L B
FET

WHIEDERIZ DTV | B DT> TITHHEWIZIEWIEE I V=T DA R—=TH
DRI A L BRIETE L Rt L AR SRENE R, R AR L
FREER R, LRI L, SEFE L MAEFE L BludntEt G Sm Ak
B . BEROMEGHTIZE L CIW 2 W= Wk R 5 EARE -, BooirIk, A —
B BISMIRRRIG, PUMBAIR, FARCE L, A O FREL B 4R L¥ERY
FrEBER) . REEM -1 L7 5 ONC B I P R FEAT D% < O 2 IZHBILH L LT £,

Flo. MXEELODIIHIY THREL THREAZGY £ L LEEE Afrae Y —
FT RS P T PREEERER, TR KRR TER (BUE AMKE
%) (R SHEHILAE L BT ET,

B, MRS Z XA TN ROPEHRE, BOBIAE, BFod)EEsg, 87

REROBHR ZWH )L TLIES oL AELFS - L2 ARBRZRLNTELL O

RERBREBERE, £ L TER FEHRZIEHR L ET,
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