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B—E S
1.1 FEE R

1.1.17F /22

T M BT D LB ENE. ERICHMOMEZA LA b D 2 L0,
ICFROSEA T DRENZ N RN TH L, T/ 2 MICE & ZHlIRS N7
WX, PRWZE O CIADENR & ZEHBET DN RIZ L > T, S r7 Dk
T LITRRDIMEERT, Lo T, 0/ ERITFFRN MRS E LT
HrEEn V5,

BECEMORE SETRICHECE 2 A Y R—F A U ML, 7/ &%
AT NRENRZILAMECTH D, 1990 4, BRI KZORM LI X > THIDH
THE S z[1], £0%, RZA—71C X0 ROGSGEHOE#EIC L > Tk
TENNFT Y TFNUAEELR ENBONDL EMESNZ[R2], ZOAXAYR—=T AU A
I%. FSM-16 (Folded Sheet Material) & FE[XIL 5, F 72, 1992 4, 7 A U 7 Mobil
D Beck HIZ LV | IR F A MR ETEMER 2 W2 VT EIZ K o
T, RO ZRIE~FH AT NAEEELHT DAY R—F AU J1 MCM-41
(Mobile Composition of Matter) 23E K S AV72[3], £72. 19984ET 2 U k&
IN—=RTRFED Zhao HIZ L - T, 7a v aR) ~v—xH\iz, FEEOREER
T& % SBA-15 (Santa Barbara Amorphous type material) 7235 % S AU7=[4],
INETIZ, AYR=F ALY AOF /L ZFA U T2AGH D~ &
BENTE72, 2L 21, AN TIXBEEMEN AL, KAKE THRURN R
M9 o2 L &2FIHLTREMEE LTHWOATWD, £z, AVR—F A
U TR AL EICHET 2 2 LIk, o F2@RMNICRETHZ LT
X5, ZOWEEZAENLT, 7550 ELTHVYWLND, SHIT, MFLEN
AV R = THY | D ORITE DRNILEIR A £ L T, DNASRY /37
B OB RERGTERVIATLZ ENTE, NIy 77U N —HiET
DIFFENRHED LTS, o, AN TITERN 0 FEAMTX D L0 )
RSB & 5 (5,61 Jh < A RTREMES LI TR Y | B 5 R HIfF
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INTWVD,

LU, fFLN OB B RE OFEMIEI H 23 TRV, WEELY A E 4,
BHDVIERE L, F6EE T DBRICE T MR 705 128z oV T,
PV TORMANEOEETITEA TE QWD REOMEEE 72> T 5,
SR G LAV OB BLE THEFEBI A LI TIUE, A Y AR—F A
71 D LRSS D L AL EI BRI L, ARRIAEZ 5252 L &7 5D,

1.1.2 F / ZER DK

AYR=F AV AD XD LR O TZREHICER LT, LIFLIEKR
JEDOWPEE 720720 . HDHVIIKENSRE SNV THKITEERZYETH
Do MMALPNKDRFRIRIRDIENZ | 5 LUV THL ST IR, MFLZER O
BRBE &M L. ML 2RI 28 - e BB ICE 2 B 2 212 b,

KIFF AT & o TRD THIE PO RAIRRME T D —J7, FHEIC IR
BYWETHD, WKLY bEEROFMMREELTRT L, RERLEBEHETD
ZE. AT REROFICEWIARS AR T E R E . KT OWE L IXRR DM
BaAT D, ZORRER ZOMREBRT 2WEOPIZIBVTKIAFHIZE
HME CHHEBTHD, T L TIORMEIX, Koy FHAKERBAICHIKL
TN EBEZLNTND,

KT, —BEOBER I HOKER PN EHBE LMEE2E7 5,
KFRIRA &R OBEREBMEEIX, ZnEh 22, 34 L RESERD[T], K
HRA EBFEIR A O CTHA SN DEFIXEXREE O K E WERHRF 11280 <
BlEDT D7D, FFRNICERIREY NAEL D, Ko FIda 2Tk
BRAICHHETH L3, ZOBMOMWYICL Y, EEM & AEBRN D 2 HEHEZ
BEVWTHEINTWD EARED70D, BN E LT <, BisFFLEX
BIEEIWERD Y, THMPKER/E L RDKTTIE, FICERIEEG LR B
U— 7 T %,

EROKIE, KEREAITL ARG TRBAINRER Y bU— 7 &R T 5,
— . WIEDKIF, WL ODDOKGFBRERODN=TENLT 7 AEEE &5,
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ZLTCZOEIX, 72 ML EaBREORMA 7 — 04— —THl
HZ R LTS, LIS o THRIEOKIE, FEFIZHEWEFH TRAVUE, FL
Nty N —71iEE 0T LT 7 ANRIEERTH LR, HIOBRERN
B D 2 r— L TRD & iR E LTDT o X A EERT, L LB nm L FO
M2 NT, KIZT X LMERTZENTET, FFEDY T A X —H
EExfAT 5,

F A —Z— ORRZERIZE TiA) BT KIE, S OK &R B R,
FEEZRTZENHLNTWD, BlIZIE, I—ARrF /) Fa—7HNOKITHEIR
TKELTFIET D22 ERMBNTVD, 2001 4, HE OITHERFFEIZL Y,
=R F ) Fa—TRNIZEABICHRDKGFOTF 2 —T BN ETDH L&
TRRLZ[8l, ZOKGFF 2—7 DIFEICET 2 TR, £ D®%RIFHRIIEIC L
STREFASNZ[9], 2D X DI, T/ ZER Tl BRNZEF D LIADRIR & |
PR LTZBEDRNRIT K o T, KRR DZEFNAEL D,

A VR =T 2V BN OKDOFEENZ DWW T, BRI R B 558 < B
DEEDTND, AVR—TF 22U IHLNICHA CAD biioKiL, »Sv7 o
K ENT R DERAIDRIBIC S D, B 2 ITHIALAICIE U 72 @S o B F oA ik
DAFLENF BTV D[10-12], 7L 7 K TIEEEBL T X 72V aEmAEIFE & L CHLBR
PR TV DIEN, ARFORFKDOET VELTHEASATND, ZD
BGeh TN O Z D L, KO XS 2N EOHERE, bbby
FREGT Y MU — 7 ORI Z D, MEHEEIC Lo THIICE 2L 15 2 LT
D,

HEALNAK ORI EMEI X, A Y R—F A2 U BIEAICEBT A HIFLOBREE
HEH~OMRZ 525D THDH, MILZFIH LI EBsRE — @ L 2

ZiE, MALNIZ I T 2 K OBERIIREGESCZE B ORI L - T, HEEORE S
PR LT BT MALOBREERI#E 217 5 2 & B RERW, IR T, Ko+ D
BRZREER L, MOMILNWE OZEEFEH~DRNR N LR DD THLH D,



1.2 ABF5ED B

LA B DT 7 A ZOMALZEM AR LM B 3B S T D,
AWFFETIL, U R TF MAMEEEZ BT DAY AR—F A Y BITHFHL,
= OMIFLZE N O EZF VRO I L O ML E A FIH L7z s HIcB
L EAT o T,

MALZEMNOWEEBEEZH L NCTHZ 2R bV, FROMAICEE L
ToROZEFEN 2 BT, MIL~DOKWE R 2 IR L, KoyFDOKFERE
v N BRICOWTHREZSG D, M T, AYR—=F 22U I OHFEE
ZRA LT ISHEFIIEE LT, LN ~O&R T/ B G pkdifr e . 7
7 v 7 AEIC L DR ERICB N T, HIIEES Y DDA Y R—T AREEDE
B RICG A DR ERGEST 2 2 L2 AL T 5,

1. 3 ABFFEDIERK

ARELFH O E LT, 86 _F T XA YER—F 2V THALNKEE
ZEEOF OB, B TIX (A VYR—F 22U H#E Pt fitltoS/k &
PROX SIS AREERETE ) BBIUETIE XA VY R—F 22 ) B Z2FEEE 55 GdeSi0s
fEemOMIRER) B Lk~ FHHETIX, FROBREZ RS,
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FE_E AIR—F AV IMILNKEEZEE)
DT DEEHH

2.1 %65

2. 1.1 RSty &

AV HR—=F 22U FOMFLUIZEA TiAD b 7o KITEk 2 22 FIEIC L - TIlRAE S
NTWD, KOBBAEZEENZ DOV TIRME FIRFHEIC L > THL, K
D 2 BFEOWAEMEE & DT ERH LN 5T[1-6], OIEDIZAKS T 1ML

HCAE L, WEKIBZTERT D, Ot T, MIFLEITIE U TR E DKZR S
JEF CRERMSEE, ML OE~OKFTEEEZET D,

o7 RAFFHERPIC Lo THIFEINTEY , ERFE L&, H2EN
R STk, BEEMNSELD Z &> TV 5H[79],

HFLPNICEEME L T DK DBIEEIC O WD T H A ED STV 5[10-17],
RAEEBERERNEDSC) 5 ML/ NS WIE EMFLANKDFE SR T4 5 2

E[10,15], FFLAICIZRER DR 2 2 FEFEHO KR B 0 | FlFLEETEE O J8 1A EK
ToHbHZ E[12], MCM-41 @ 2 nm OFFLOFIZIBNTIX, BELFEO A HF
DK S 180K THH LR WAHIK TH D Z (1172 ENDhoTE T,

Z OFBFLNEET O EKE &L ML LE O K OIFIEC W T, [
RIS 2 W 2220y 5. MCM-41 @ 3.3 nm #IFLIN D 2 >0 /e A0 E
DKWL T—HNIR T I DNV T SO ER LTI EIZ L > THHEND S
TV [18], MFLABET LR O A KE &AL H D O IR L, RAE RIS
F AV ORERAEKE L. BEENEIC XKD FEAKITHE L TWD &L AR D,

ESITHIFLNAKRD R v b U — 7 #5125V T X BREHTHE[19,20], 7— Y =4
BORAN D TE[11,15,21,22], T = 243 EiE[23], HMEF-IRGELO P 7 [B14r[24-26]
BN FIE[7,27,28]78 EDOFIE TR LA TN D

XAREHTEIZ LD  MCM-41 F ORI D H A7 M RS D KERE AR > T
—J BB L TS Z EARENTZIEN, AFBRBAOENMIALE 2.8 nm D
MCM-41Cl14 1 LD HANFLAE 2.1 nm D MCM-41 C10 T 72\ 2 & VR EN72[19],
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PR ARIIIK DOFE BB 215 215 558 /) 72 F15TH %, Mallamace 513
7 — U BRI e A DT LN O RHUK R v b T — 7 12 oW TRt
U ARIRIZ 3BTRS B OIRIAF DS ILNICAFIEST 2 2 £ 2R L7221, L L,
FALINSL DK Z 3B L. S DICHIALNBEST R DK & LD K % KB L 7= 325
POEFNNETZ LV, ZAUTAKEIEOHE L SI2 KD, AEFEIZ DOV TIEHL
££2.4nm & 3.6 nm O MCM-41 FHFLAN DK & Z HilfH L CTHRIN 3 K08 21T - 72
DR STV D[13,15], BE GRS CRAEKEORE R Z bhve—
T, KFEMESR Y MU —27 OFEEHI TR, AT, 2 nm 2L FOMFLIC
B DAKOFEEIH S NI TW Y, MFLEERRTRT > v vy VGO ER
DIZE->T, 2mm UL FDO~A 7 a8 TILMH CIAD BV KD e D Ktk 2 7R
TZENTIREND, ZZTARIFIETIEIA Y AR—F A2 Y IO 2nm LA T OFAFL
(ZPH CIA S B T2 K DIRIN G AT I B D LA TE,

AR THND A Y KR—T AU B FSM-16 121X K548 D TMPS (Taiyo
Kagaku Meso Porous Silicas) % H\ 7z, TMPS (ZHATHIHTF 7 > N TOEPE
BIZHRIY LT A Y R=F 2 VI THY, ZDAVR—T ALY 7 OMALNIK
FEEPONT L2 LIETFRISHBRBE OB bEWRNRH D,

2. 1.2 BF5EEHY

AYR—=F A2 Y J1 FSM-16 @ 2 nm LA N OHEFLICHIR S av72 Kk D28 4 81 &
MCT DI EEAME Lo, KOFTRHEEEZE X 72735 298 K T in-situ TKOWHE
SRR & RN H AT bV RS, ALK DOKERE SR Y BT — 7 TBHkL
[COWTIHET D,

WAE FIRAE N & . EAARRPE 8 2 52295 LRI, R0t
TEIZ X 0 RE RO 7207 F v NT— 7 ICBT R EH T, RARIH
LNKDOIRREZB LT 5 2 L 2B E T 5,
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2. 2 HIEFB
2.2.1 AYR—F ALY #; FSM-16

ALK DBREZEEN RIS 720  HIEHA A Y R—F 22U IIZIT K
LA DAL 1.8nm D 2 Y AR—F 2 U 7 FSM-16 (B 544 TMPS-1.5)
Z Tz,

TMPS-1.5 (2B84 2 K5 AFMEIEL, RS 1019.0 m*/g, HIFLARE 0.373 cm’/g,
S 0.281 glem’, EEIRIAE 3.2 um T 5[29], TMPS-1.5 2% L, X #REIHTE4,
EHRA AWFEEIC L DWE, L OERE - BAMETBIER 21T\ i & R
L7,

12



2.2.2 AYR—F ALY IO XBREPEIC X BHEETM

TMPS-1.51Z%F U X BREHTEIZ & 2 HE 21T - 7o, PIEZEE 1T Rigaku SmartLab
9K ZfEH L7z,

BT XBREPT S F — 2 & X 2.1 13T, ZIRTT~F T 2 U O (110),
(100)DAHEIZHKT 2 B — 7 NA 67, (100)E O AE d 135 1.66 nm T
Sz, LY REES N HMFLEEREEL, 1.91nm Tho7z, MFLEDE L 25
BT oE, MAZRIT 191 nim LV /SNt nzx b,

Intensity (arb. unit)

260/ deg.

%] 2.1 TMPS-1.5 ® X #r[EHr/ 2 —

13



2.2.3 AYR—=F ALY I DER T AREIE L DMFLES AR

ERHAREFELFEIZL Y WAL OFMZ1T 572, A AR VRS
Belsorp-mini i fl U, {&IKZEFRIEE 77 K CERWBLEREE1T -7, EHIH
LU, RKRETFTTER 7 — LR b, 120 57, 100°C TR L, Kie
EDWAEE 2 B BruN Tz, ERWAEERIR A R, 72, Barrett-Joyner-Halenda
method (BJH V) [30]iC & V) B W A FIRAR O AWM B FHH U7 L o4 %
X 2.2 127”7,

28 R AE IR AR S TUPAC O FERAR AN T 5 IV Z 7R L7 IV AL,
W & AR BRICB W T, F—PEEICRTOWERELNRRD, E AT
Uy A% b OMOERBETHY . A VY MFILOFEE T, L7225 T, TMPS-1.5
MA VBT H T BRI,

ZEFWAE SR DR SN MALARIL 0.51 cm’/g, BET R mfEIT 978
m*/g T - 7=, BIHIEIZ & DAL D547 0 B FFLEEAS 1.64nm LT, 4
72O HMALEE(ERR) 3.28 nm LA R Th 5 Z & DMifEsd STz,

14



330 4

300

230 +

—— Adsorption

200

i —=o— Desorption
150 -

100 + 4

a

Viem’ (STP) g

20 + .

0 4

00 01 02 03 04 05 06 07 08 09 1.0
Relative pressure, ,0/,0O

(b) 0.8 : ———r

0.7F1.21 — & — Adsorption i
0.6

0.5

04

Q(Q

0.3

p

dV//dlo

0.2
X 1.64

0.1 ."“0-0—0~.—of'-.-'*'~o\. o
T-9-9-0-0-0-0-¢

0.0

-0.1 - -
1 10

r/nm
p

[X] 2.2 2835 77 AW F5151T K 5D TMPS-1.5 I E fil 5
(a) 77 K 2 E WA FHEAR, (b) BJH 7’12 » b
Vo lZHIFLIREE, rp (AL 2 R
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2.2.4 A Y R—F ALY J OFETLEF BRI K B EBIE

Fo Y BRI K U TMPS-1.5 OREEBIEE 21T - 1o, B A BRI,
JEOL JEM-2500SE % i\ 7=, 157 TEM 8% X 2.3 12”77, B8 L% 2nm O
ABESN L T DA F DR TE 72,

20 nm

2.3 TMPS-1.5 ® TEM &
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2.2.5 LGRS LIEMALZ R L2 NS U o

thilgskEl L5720, MIFLAEA LW U B % Stober 1:[32,3311IC L D AL L
7

A FNE% 79, Ethanol 50 ml {Z ammonium hydroxide 4 ml Z il 2. 5 53R L
72o & BT Tetracthoxysilane (TEOS) 4 ml % F L7z, 36°C (2T 2 B[l &I %
MRS U7, DB, AAOBEIRETS2, 80°C T 24 FFMEZEE S &, BEIRKEK
= Y
EHRAARFEEIZL D AR LTV ) D OBEE 21T 572, BRIV
2ft8Y Belsorp-mini ZfEH L, KAERIRE 77 K TEZBMENEEIT -7,
PIFERTIZ 150°C, 5 RFfEIRAUE F&E#£ 7 1 — R T CRiLEE 21T -7, X 2.4
(R T E RN AE TR 21572, ERWNEFEMT [UPAC ORI FA[32]
BT S TR ER U, AT, M2 A L Walehasr 3 B a2 % 5 5 ¢
bHD, LTen> T, AR LTz Stober £ U DITMFALEZ A L2\ 2 L3R S
oo EHERWAESIRMR O EH S MILATEIT 0.042 cm’/g, BET LR Hifk% 24
m’/g Th -7z,

30 T T T 1 T T T T T T T 1 T T T I
i o
25 L — * — Adsorption
— o — Desorption
]
20 -

Viem’ (STP) g’
o o

0.0 0.2 0.4 0.6 0.8 1.0

X 2.4 Stober VA L 0 Gk LIZMALEZH L2 U 1 ORI BLAEZRAR(77 K)

17



2.2. 6 PIERABLE L O

AV R—=F 22U T HIFLNAKE & 2B D2 OGEHINC S 72 0 | HIE x5k
2% FSM-16 (CKEG L7745 TMPS-1.5) #3252 & & L7, X #REHTE,
ERTAWAEE, HWEAPMEEBIE I L O EE LR U7c, Fil e -3
METBEE L0 . RUBHIY ML ES LT A VYR —F A YU A THDH T LN
e T & 7o XBRETEIC X 0 | MFLIATEEREX, 1.910m TH D Z Lo Tz,
ERAWGELEOBIHZ vy b XY GFLAEIE328nm A T TH D L biroTz,
B 7 P EE L 0 AL 2 nm & Do 7o, TS OfE X TMPS-1.5
DINFRFFLEA) 1.8 nm I AT D,

Fio, HEEUELE LT Stober IBIC XD U IR EE E AR LTe, Z OBk
A VHALEA LW & 2l LT,

18



2. 3 K DR SRR E
2.3.1 PIESIE

ERECE D AYHR—=F ALY B TMPS-1.5 (25832 /K O WL %5 T 5 4
TE L Te MIE R OIRFE T 29840.03 K I HIE L 7z, HIE 7RI 0.0481 g & L7,
HE 2460 5 RIS 3B 393K T 12 m— 2 U — R > 7 % MW= 0E F(P<
10° Torn)| TRILER 21T - 7=, WA BT IC I3 /K (Nihon Millipore K.K.) % f# ] L
7o MIERF DR NVWNOKFRKEIL, JENT 41— Ny 7 VAT L[B4lIC L -
THilE L7z,

2.3.2 KOPEERBRRIE DRER L BEE

5O TR OWAE TR A K 2.5 17T, WHAFERITE ATV 226
% IUPAC Z7#A[3110 VIR 2R Uz, VAU IVIRLE WA T, MLz o4
7 VDR T A R A RAR O T H D, R & BEERIC BV T, FH
—PEEICRB T OWERENERD, EAXAT VR HOMOFERBRTH Y,
ZDOZEBRAVILOFEE R, IV BT, WED T L WA RO AERN
< WAEEDEE LT W eoID, MIKEOFIBIZEIS VT H AR E ik
BEELLMTH D, 223 FTHWTOR LI EROWBAAFRIZ 0 IVET
bofe, XLT VIR, WA&EDF PR ROFAEMN RS . WEED WA
LIC < Wizio, WU 36 1T 2 W g 03 FLige iy /b 732 < WG bR M8 & 3708
SWHRITH D,

WA T, M EMEWE & ET) BRI > TRAE R RA ML
72 FEXHERD 0.35 205 0.5 TRIEZRKDOWAE DA T, FARER 0.5 LLETHO%E
RN E RN LT, FEXE 1 ITE2We & ZTATHUORM WA Z AT
7

fiE R Tl MXHE 1 AHE TR A &P DB R oNTOb FxER
0.35 £ TIHRX KR FDIBE L 72, AHETER) 035725 0.25 TR 72 7K o i i3
AU, FERER 0.25 LA T TH ORISR B3 LTz,

W 2 S IRARZ BT DARXER 0.35 05 0.5, PLEZHRARC BT 2 MR ERICE
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F B FXER 035 225 0.25 TH LAl aE B2 bIX, ThEhE O
IZBWTEHMBRAKDOMAD , T RbbEEENE BEARBNAECLZEE2RL
TV, 28, b LAIIENERIZH —Th D7 bIE, FFEDHEXHE CHRE &
EALEEL D, LLAY TVITHIALRIZZD DX 222G T 5720, A
N0 & Ffo T ARRHEREIR I Z B W TR IC S B2 b2 4 U,

BEEAECEBE AR 2L U DHEIHES X0 HREICB VT, Ko FIEfLER
HICEEL, BEEKRL TS, £k @ECBWTE, MfL~DOKFTEN
A CT, FE 1 IR0 2272 Wog B2AIT R R & 7R ZE2[E]~ DK D
B oA 2R L TR, SUEPKL - OB~ DK EESCARE RN AE Lo b D &
EZBND,

KRR T, MAESFRBEDREFERMEY b RITAIEL, e AT U v A L—
TR Lol ZhuE, WA THEAZ T Th /K23 58 [ 12 2 12 A
ENTNDHZEEBLTNWD, HBELIEAYR—FT AU BIZRLT—EHD
WG SRR 2 ET DR T/RINAE LT, v U ANEEICE R a3 o B(-OH) M E
ASINDTeDEZEZRBILD, RREPE T LIaBHTR L 2 [81 B BARE O i AE
HIE 21T 5 S AT, 2 ORESBE R O OWBAEFIRMAE SN D & HfF
SN,
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-1

Amount adsorbed/ mg g

Water vapore pressure/ Pa

0 500 1000 1500 2000 2500 3000
- | | | | ' I ) T T T T T
| 435
~-=0-~1 Desorption 4130
@@.-.
400 3
éb 420
g
300 § "
I g
200 § "
.O'G
100F ;o0 15

1 1 1 1 1 1 1 1 1 0
%.0 01 02 03 04 05 06 07 08 09 1.0
Water relative pressure, ,0/,0O

2.5 TMPS-1.5 (2% 9" % 7K DU i 75 21 H1 (298 K)
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2.4 7 — Y 2 BBFRN G EHEIT X D BEKEE

2. 4.1 FRAVHIEIT X BB EKEIE

KRG FIE, 22D O-H FEG HRNAR CIMEIRE) 3~ 2 xR IR T, (LA C
MatREN 4 5 WO PR IR R, WS ADIRET 22 AIREI O 3 SO RMERE T —
REATH, BHADEA, ThEH 3657 cm™, 3756 cm™, 1595 cm™ D ARSI
DRI F =N 20 OIRE = R VX —ZHHY T 5H[35], & 2T, Ko 1nt+am
INESWHIFLNICAFET 256, 0 FIXR RN R T v v VIGICHE S LS,
ZHICKY, BHAKEITIR D7 TR —MHEERKT 5720, RENCET S
TRNAF =BT D, Thhbb, RGBT L > T R 7 FRERIT
&5, AWFFETIE, MILAKD O-H G OIREIE— NIZER L, RIAMDIIEIC
Ko TRBI= VX —DZ b A2 HIE LT,
REFTHELTZA Y R—=F 22V I OFRMRINA T MLV ZH 2.6 1IT5RT,
3500 cm™ 225 4000 cm™, 1250 cm™ 205 2250 em ! ICEHA LN D E— 21T, &
ROKGyF OEESEINC LS WL TH 5, WIRITEESES ST SN 5 72w,
ZOLHRE—Z TR SR, 1600 cm™ WTEEOWLIL I HOH 754 0O 4 E Hh 1
KT DWILNY RTH D, 3400 em™ 3TEEO 7 10— RIS RA3, AR
REDKIZHNKT 5D, 2 20 OH MFEIRENC L5 b D Th H[35], A TIL, =
DRI AR H S5 M FLPZK O OH kB S FZH|E L7zvy, LasL, K&
D RZRKUZH R T 2 WIS SIECATIZ R & W, LIS £ 5 KDL A~ 7
MLERDToDIZIE, KRR EICHRT2HHAKEZRY RS RERH D Z &2
DPND,
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OHbend.
(gas)
OH str.
T (gas)
[=
= |
o
8
3 c-0
=
4]
£
? Si-0
< || |
’ OH str. |
. (lig.)
Ll L | I L} ' L) l Ll l Ll L

1 1
4000 3500 3000 2500 2000 1500 1000
Wavenumber (cm™)

X 2.6 KGHCTHIE LTZA Y R—T 22U ORI AT |~ IL[36]

2.4.2 PIE DT ¢t

ARG T, FFLPNIC HORE S AU Rr L 22 K O % BRI RHI 2 2 & &
HiEd. 22 TWoIRAI &id. OMIFLAK Z K Z LM FLA O 5kRRL -3
AN AE LToKR EXBIT 22 &0 @QMILNAKD 9 6 MFLNEETRE DK & Al £L
HFLOEI DK EZXRBIIT 252 & Th 5,

ORIFLN K Z KR Z ORI FLA O FUBPRL - R W LK & KRBT 5729,
WE 2 2R & 3 5358 2 O E R OKBRERIE > 2T A5 EA LT,
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VAT LAOFEMIL 2.4 3 /TS, F72, 2.2. 58T Stober tEIZ LV AR LT
MFLZA LRy U B REEHC S L CH R — 0 FIETHEZITV., FHhiz
AT RMIVDZEEFED SN KIZOWNTOIEFREE D,

QML BET LS DK &AL DER DK & KA D720, FlE Lo A Y R—
T AU IR USRS ACE A ZATV, in-situ THRADSH AT S L2155,
2.3 filZ BV TR L2 AKOBAEFRMIE DR E LT, A Y R—=F 2LV B~
BASNTKITARDITHIFLEEAIGE L, He\  TRIE DJEIZ W TRE R I
Ko THIALF D A~NEASIND Z ERNbho Tz, KOWFEZERBIT IS LK
DI HART PV EFGDH & T, FREBERREIZEBIT 2BAEKDEHRIEF S
N5,

2. 4.3 AIFER N DOKBRE 2 HI# 3 2 R HEFHRIS 2 T A

ARHEIZ B TERNE RICRITR T AKERERE O 2T L 2B AL, KPR
T AT, ROV HTEEE (FT-IR; Varian 7000e) DY 7Lz /3—h X2 K
(2. MEMEZEZERE S L, FKBRR[EZEHAT OB -F v o\ %
FIAATZ D TH D,

F v SO LAV A X 2.7, X 2.8 12, @%EHE A 2.9 1T, F v N
IFAT VAT STV D, KAKEAR— M P —P R — %
iz, TNDICERINIE=— RV TDEKEDE, Z7LF T NNF a—
T ToRNNzn—4# 1) —R 7 (ULVAC GLD-136C, #HEXU# ¥ 162 L/min.)I &
STTF ¥ U NNITKAEREENATE S, £o, BEEFERHAS —VFR— %
i 2. TNUDICER SN BT = B2 Lo T AETHOIEIFHIA TE 2,
ARELOENIL, R Z TR T 2 M E OFE SRR O BB 2 1T & A, 30k
R —IZEE LI ECRBIAR VT —2F ¥ UNITHAT 52 & TIT ), el
KM T =477 ¢ v 7 AR St U (b lligh(ZnSe) ¢ 32x2t & H
W, BBV A =X, JEEOER L, EmoiEn, kO, ELAoTnal
SHA RRLIZEST, F¥ o \NO—EDONMNEICKXFFEND, 72, P
NENVABEZMETEDL LY, avTvyrar7ZrvT 07 %20 LTA
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o — (KEVEX) 20 7z, T v v ORI Z Bl 5 &
MaXD 7z, RIEBEBRBMIIE T —F 7T v 7 AR ZnSe ¢ 1333t
Z e,

ZOF ¥ NTREHMLE N IRIOCE AALE & — BT D & O FRAV T aE
BEOV TN a /= h X MIRE IV, F v o7 W & 53 6o M
WAL DT REMIT=y MO AS—THE o7,

BRI & 8T ZnSe 2R L7Z D%, KICRIR TR/ M E <, &
T ARAMEUBUT I AN T2y & D RIS . RSN EIE T OKGHANCE L TV 2 &
HWr L7220 ThH D,

v
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$ Water vapor
Thermocouple

[ —
Front port:
to vacuum pump I Sample holder
\\ T
— <
to detector ad Infrared beam

/

Back port:
Vacuum gauge

\

ZnSe window

1\
\ Sample
bound with ZnSe plates

2.7 AWFZECTHWI=F v o SO EX

X 28 Vo7 ar — kXA MIRE LT v o5
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(a)

NW165-5FF
LA

—T

] 2.9 BEZ2F ¢ 2 FRFHXH (2) HIHIRREHRE[37], (b) L& #3617
X XU OIC@)D EBY EZEF v o N ERE, BELZN, ZhZE
THEZEITo72& ZA, FRRRAGERBENG LR T2, F¥ v
PNOFRISEAFI BT D RO E— LK 15mm THY . Fr o
IEDELE10mm KD HREWNWZDIZ, AFOLO—FAF ¥ o SHIZAL 72
Mol L&D, 22 TLONIART LI, F v o/ Wil DAELE A 26 mm
(ZHERT D UG H# AT o 7o, SoElC X 0 JE IS+ e RO R R g 2315 &
Nz, ZOHaEIZHEN, Fr o NEZE215mm L oTz,
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215

1o

|
T

[e=}

—

1o5

(b)

&

i

X 2.9
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2. 4. 4 PIEFFIE

WOIFETIRN G HIEALT S VREZEAT o7z, JEFMEOEE A X 2.10 1T
R I
REEEANLRVIREET, =X V=R TE2HNTT v o NEZEHEG XL,
N JT 0 RART MVERT, T, B2 RE SRR ORI 1T & 2,
AR LA —ICEE Lo, BB SR (Yamato B Vacuum dry oven DP33)
AT, 393K C 12 REIUE T (6 Pa)l CRITALEL L, HIFLNAKZBRE L7z, Al
B DRBLE, HOENPUOERZ/NN—V LI TF ¥ A NIZEAL, BELT—
DHDANY M EST, KEAKEANEEHELZ SV THRELTF ¥ W
EEEOET piic L, TOET % 1 FEREIRFF L7z, KAKEAZRD, F v v
NE 2 TR T D 2 & TF v Bl KRR R R 2 L
TARDEL ZREL, FADHART S VE/TE, TOFEF v o oR%
FelF . PERHET 20D 1 RIS OVKZAESE AR LN &2 L 7R L CF
¥ NN EETZBOEEDIET poGp )L, ZDES % 1 Rk~ 72, AKEA
R0 2 SMEPER LIe RN AR SV ERTZ, DR, MAKKRES
EF RN O REOEBEZ R KL, B AKKKIEITKR T 2 5B A K D AR
DAY NV EET=,

RS TIRIRE R E L7z MCT 8 & V2, A % L HiPHIE 700 em™ —
4000 cm™, FEF[EELIE 256 [\, RAEIZ 2 em™ & L7z, @E@BIEIC X 0 HIE Lz,
HEILEIR TITo 72, WEDOH, 7 VARV FIREITH 298K Tholz,
YT IREGFI U & e D,
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In-situ FT-IR measurement

¢ @ ¢

o e

Mesoporous silica Measurement

ZnSe plates binding ‘ ‘
\-Q\\ 11 Water Vaper ff;- :
<] v

. 4

SR

2

X 2.10 A YV R—T AU BHIFLNK ORI ik 7 v 2 A8

2.4.5 AVYR—=F AV Y I ROMILER L2WT Y I OREKDIRING AR
7 "VBIERS F

KERGIE EFITHES . A VY R—TF AU BIZWAE LT KOFRI AL b
WVIEALE K 211 1SR T, A7 b 2300 cm™ 725 2500 cm™ O FHED —E
T2 KOs (RNE) HIOEATEBLE L, N—A T A UHIER TR L
— U TAERIAT o TR, AT RILNEIKEAEIT D BIO AT RV T
bbH, ZOLEDF ¥ L NES2.6x10°Pa TH o7, AT ML) b vi)lEE
NENKREGEAREDES] p 25 2.0x10',2.0x10%,4.0x10%,8.0x10%, 1.6x10°, 2.1x10°
Pa THDHEEDART ML THD, ZHHDAXRY MVAERDF v /3 E T
13 3.8-3.9x10° Pa T > 72, KEKZEARDOT ¥ LV ROEH p & F % /N DK
AR L e L, 298 K ORIFI/KFERIE po = 3.166x10° Pa % Fi\ N THEXTE ICH#R
BIDnE, AXT FAG)N B (viD)lE, ENEIKEKE AR OIKZR K S LD
%t C 0.0063, 0.063, 0.13, 0.25, 0.51, 0.66 THDHELEDAXT ML THDH &
Wz 5,

KT D4y OH A& OMFFIRENE — RIZEKRT 2 77— RN KA,
3400 cm™ &N H BT, KESEAFO AT FLOIZBNTH, KITH
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k9% OH MAFEIREN S KRR SN2 L0 b BRIICKEZEAT 55 bk
BHZWS BB EEN TNV EBZBND, £To . Rifiv 7 / —/L 3 (Si-OH)
O OH H#EIREIE — RITER$ 530 RIRILAY 3744 cm™ & 3650 cm™ (24 BTz,
3744 cm™ OWRINNISE L= KRS T/ —/VEEICH KT S [38]1D 1% L, 3650 cm™
DWINIIK Gy F- D3 LTefkim v 7/ —/VEICHRT D[],

HAKAEKIEDE L, KEENEITT DI LIz’ > T, INLLERE ST/
— VIR R ORI E A U, K F03kaE LRk > 7/ — VIR RO%
ILBREE DY, 3690 em™ ICSEIR U AL A FE > THIMN L 7=, 72, /KO OH MHifiEHES)
F— FICERT 230 FOBROLEE, KEEDNETT S0z, =
OO, BB RIRE L T oo 2 xR L TWND,

OH i #iRENE — FIZEKR 2 /3 FOWSGEL, HAKZKSIE 800 Pa % Tl
D HRHNTHIM L7223, 800 Pa 725 1600 Pa DE TRABIZHI K L=, 4L, 800
Pa 75 1600 Pa DFEIL CTHAE /W EKBEIMNBA LT Z L2 BKR L, 7205,
Z OFEIZB W CTKOBEERENE LT EEZRLTWVDH, 2. 38BN T, K
DO FEZIRARD HFIXE 0.35 205 0.5 OFPH CTEEEMFENE LD Z LoRE&NT,
RN IEIEIZ K Bk D OH [fEIRE) N RIRERINORERIT, ZhichET 5,

L2 o> T, 22 THLNLFIG T AT FLD 5 H 800 Pa Ll T DA
A7 BV I A~ DOWA K DIF A R L, 1600 Pa LA LD 27 L3
LREITINZ TREERME 72 E12 L0 LT LE A2 FEIE L7 K OE R A Sk3 %,

F7-. OH MfE#HREI /N ROSEDSKEAIC Lzt > TEL Lz, AEARTO
AR MILTIEE =2 by T 3568 cm™ (28 > 7228, ONLE A BT
DU AKFRESE 2100Pa l28B W) Tk 3409 em™ & 72 o 72, FRIC BB SR NE Uz
800 Pa & 1600 Pa D] THHE 2 '—27 by 77 M BlONTZ, ZD/N Rk
DEACIZ DN T 2. 4. 6 i TLD T 7 5.

X 2.12 ([ZAKFREIE EFAITPE D FLD 7\ U BT S LT K DOIRAN A~
VAL Z IR, AL hLE 2300 em™ 235 2500 cm” O FEEIMES BT 5 X 9
e (WOLEE) FIISPATBEIE L7, N—AT A VHIER A L=V )
LERIIAT - TV, AT RVANIKEAEZITIRIO AT ML ThbH, =
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DEEDF ¥ o NES 34x10°Pa TH -T2, A7 b)) BT ENREN
IKIKZEAREDE S p 73 6.0x10°, 9.0x10°, 2.0x10', 8.0x10'. 2.0x10%, 4.0x107%,
8.0x10%, 2.1x10°Pa TH D L XD AT M TH D, TNEHDANY hVHIER
DF v o NEST 4.0-42x10° Pa Th o 7=, KKKEAOF ¥ o DIES) p %
F v U NNDOKREKSTEE B2 L, 298 K OEIFIKFAKE po = 3.166x10° Pa % ]
WTTHIEICHE T 5 &0 A7 R B (ix)iE,. £ EHKEGE AR DK
K ED R T 0.0019, 0.0028, 0.0063, 0.025, 0.063, 0.13, 0.25, 0.66 T
HHEEDANRT MLV THDLHENZ D,

AV R—=F 22 A OYE L RRRIZ K5 D4y OH fili & O iffEIRENE —
RICEKT 2 71— R8> RS, £3400 em™ ZHMC A B, RV T/ —L
JL (Si-OH) O OH R ENE — RITHEK T 5 /3 RIRILAS 3744 em™ & 3650 cm™
FTIZ A BT, KEEDETIZLIEN>TELSD, N LEEREY T/ —L
SR OISR & KRR E Lo R S T/ — VLR O W IR
AR %0 3650 em™ IS WL A Ff o CIRIBRICAE Uz,

$72. 7K OH HEIRENE — NIZEK T 230 ROWIEE & KRS BETT 5
[ZONTHEM LTz, 37eb b MIEERE CHERBI~EREIC KB TE L ThoTe,
2L, AYR—=T AU A OEGEIC RS FEE SRR B 1 D ARk
HEHRII A SN hoTe, DF 0, VU DHRREOREIZAKBEAE LTV
ST DBALDBAFIE L2 WD T, BEEEIZE Uo7,

OH f#fEIREN N RO ZHD KRBT L3> TE{E LTz, KEARTO ALY
MLV TIRE =2 by 75 3498 em™ (I~ 7228, T OALE DS EFRICHED L,
IKFESUE 2100 Pa (28 Tk 3370 cm™ & 72 o 7=, OH ffEIEEN /N> R D43 k23 7k
WA LB TELTEDIZA Y R—F AV IOGAE LFRETH LN, &
{LDOERAR D BT o> TWne, ZOEWVWEZMADOFENLAELTNDI LD LR,
WD 2.4 6 EIZBWTFELL BT 5,
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(a) ""l""l"''I""I""I""'IlI
[0.1] Sl-Oﬁ ]

—— (j)  Before water
vapor introduction

—(ji) 2.0x10'Pa
— (jii) 2.0x102Pa
(iv) 4.0x102Pa ]
(v) 8.0x102Pa _
(vi) 1.6x10%Pa
(vii) 2.1x10°Pa

OH Str.

Absorbance

1500 1000

4000 3500 3000 2500 2000

-1
Wavenumber/ cm

(b) —rvrr 1 ' rrrrrrr-r 1t 11

(I) Before water
vaporintroduction J

(ii) 2.0x10"Pa
(iii) 2.0x102Pa |
(iv) 4.0x102Pa
(v) 8.0x102Pa
(vii) (vi) 1.6x10°Pa
(vii) 2.1x10° Pa

Absorbance

3800 3600 3400 3200 3000 2800 2600

Wavenumber/ cm’’
X 211 ARSGE EFICESY A VY R—F 20 HIClE LT KOHR
I3 AR T N VAL

(a) 700-4000cm™ $EIEK, (b) 7K > OH {HAFHEEN > R HE
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(a) L L L L .

011 Si-or/\ ]
L ; Before water J

» vapor introduction .
—(ii) 6.0x10°Pa 1

9.0x10° Pa N
(jv) 2.0x10'Pa ]
(v) 8.0x10'Pa
(vi) 2.0x10?Pa
(vii) 4.0x102Pa
(viii) 8.0x10? Pa
(ix) 2.1x10°Pa

Absorbance

OH bend.

4000 3500 3000 2500 2000 1500 1000

-1
Wavenumber/ cm

—T T T T T T T T T 1
( - ) Before water
I vapor introduction ]

(b) o
(i) 6.0x10°Pa |
(iii) 9.0x10°Pa

(iv) 2.0x10"Pa

(v) 8.0x10"'Pa -
(vi) 2.0x102Pa
(vii) 4.0x102Pa
(viii) 8.0x102 Pa
(ix) 2.1x10°Pa

Absorbance

3800 3600 3400 3200 3000 2800 2600

Wavenumber/ cm’’
X 2.12 KZARGE EFICHEOMALEF L U BITWaE L7 /KDIR
I3 AR T N VAL

(a) 700-4000cm™ FEIEK, (b) 7K > OH {HAFEHEE /S N HEI
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2.4. 6 HIFLAKDAFRER Y FT—Z 2OV TDOELE

W& KD OH fEIREN S N D3O ZEALDEN D B HIFLAZKIZ DWW TELE
AR

KO OH fEIREI N FOE—27 ~y TEEOEEK 2.13 12737, MfLx
A LAWY U I ~DOWEFEK OH MFFRE N REe—27 1%, KARSE 80 Pa (FAxt
J0.025) F TORMESEREIR TR X <{KHE > 7 b L, LI 2100 Pa (FEXHE 0.66) %
FTRROMDITEI IS 7 F Uiz, — A Y R—T AL U I ~OWRFE K OH {HfiR
B3 K E— 213 200 Pa (FHxH/E 0.063)72> 5 800 Pa (FHxf/E 0.25) % C O REIK T
BOEN /NS laoldb & 1600 Pa (FAXE 0.66)1Z 2N T TRIKITAKH 2Kk
7 kLT

AVKR—=FG AV B EMILEZA L2V U AOWNT IS L TlE Lz,
Z @ OH fAEHREN /N > Ry U AR BUNC BFIZ > 7 b LTc, WA Kz igun &
X, KRS OHFEGIZL Y BT X ALX—TCIREI L, WEKNZNE X, X
DIEWZ R VX —TIREIT L5 2 ENB b ERoTc, ZHUT, KB X DI
ST, ZFHD OJF & HIFFR R TRANIVIKS TR Z L 2B L
TWo, ZHEREKRNEL 72D L, Ky FRILENWKFEREE L0 BHKT
D720, KGFHD OHAMENT Ro72Z &IZXDEEZXBND,

DTN Y I ~DKYPGE TR F R DA TAEL D Z b, KEAL
TN EERETAEKEDOEZ DB LTV E KN OHFEEG T 725 T L,
L L—@EREILLETIE, +akERaRy V=2 BBl E L. LK
M Z THREIRBISEODAHZR 25, WhIZZr v 7 oK E [E UKERFE T
v NT—27 kD,

— AV R—=F ALY I ~OKEEL, BB & ML O 7 T L
Do LDV Y HOPHE R | AV R—TF ALY I ~OKWFE T 200 Pa
(FAXIE 0.063)7>5 800 Pa (FAXIE 0.25)F TORE T DO EN —E/NE L 72
STWNDZ &N D MFLNBER EWE KX OH # & O HLB TR IREE, 7005
JAEREE (oK +oMILR R RER) & OKE/BE DN DRVIRIEICH D &
R ESND, ZOBRBEEMHNE UL E JITHEASNIZKIT, X 0K TR
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T L5KTHY, TROEKGFVBMOKGFE LD ZKERELTWDHK
ThdEWnR D,

Water relative pressure, ,0/,00
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7

3580 - i
3560 —®— Mesoporous silica

-1

3540 — O— Silica without pores

3520 |
3500 -
3480 -
3460 -
3440
3420 -
3400 - ]
3380 - ]
3360 - i

I T I T I ! I ! I ! I ! I T I ! I ! I
0 250 500 750 1000 1250 1500 1750 2000 2250
Water vapor pressure/ Pa

Peak top wavenumber/ cm

] 213 AV HR—F AU B RLOHIFLER LigW U I3 205K
@ OH fEiREN N RO —727 kv PRI DO ZAL,
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AV IR—=T AN IHALNIKDIKEREEIZOWT LV FEMICE 2 5720, OH
R IRE) N > N D 2L % Mallamace H 2R LT 4 DD T T VT U oAinNy R
W=7 4T 4 TRINCE > THOMT Lz,

Mallamace & IFHEFLEE 1.4nm D A V7R —F AU J1 MCM-41-S O HIZH R E 4
72K @D OH ffEHREN 2~ R LZHIE L, 3120 cm™, 220 cm™, 3400 cm™, 3540
em! HHLETD 4 DDA T T VAN RICE 2 TALY RVoHEEL B 52
L7oe EEED N R (3120 em™, 3220 em™) (3KEHEA 2R L TRATHIC
oKD X9 7k y NV — 7 #E L2 L T 5K (HB (Hydrogen Bond)
KETD) ITFET DN RTHD, @mIlEEo/S> K (3540 em™) 13EPHOBRSE
EDFEERMOT N TH LK, TROLKEFHERY MU= 2L TV
VWK (NHB (non-Hydrogen Bond)/K & 3 %) (ZIFT 53 RTH D, FENAHE
BETH D3 K (3400 em™) 1E, AKFEREETAM L TWDHAK LR L TR0
KOPRIB RS ZFF o T2k, EWVHRZ 5 E99VKEMEZ L TV DK

(WHB (weakly-Hydrogen Bond)/k & 3°%) (ZJfd 25/ > RTH 5,

AVR—=F AV R OHALE R L U WG L2 K DOIRIN 5 A~
7 kv (K 2.11(b), X2.12(0b)) %. EIZaRL7ZKO OH [HFEIRENCIFT 5 4
D3 F3120cem™, 3220em™, 3400 ecm™, 3540 cm™)I KOV, K123 L7
K> T/ —/LID OH MfEIREN /S > K(3650 cm™), il 24 22 3 DINNE L 7= K1 v
7 7 — VD OHHHEIREN N R & 7 03 Lo CH AR HEIREY N> RIZ X - T
oo Uiz, SrBEDRE, KD OH MAEIRENZIFT 5 4 2D K& K103
HLIEREY T ) —NIEO OH MAEIRE) N> RIZHOWTEZE DO T LE Z
EE L7z, HomIS RO ERIZER E L,

DB D AT MV EENENIK 2.14, K215 7, £72, OH HfEIRELNC
Jid % 4>DR RB120em™, 3220em™, 3400 cm™, 3540 em™ O EAEZLAL &
NETNOAN Y FOEREIEEZK 2.16, X 2171277,

AV R—=T AU BITHR LT, EHAKKRGIERN /NS W (plpg<ca. 0.01) & &
NHB 7K (3540 cmi™)D /8 RS LEAIIC R E VW, S F 0 MALRE S &0k
#EKIZ NHB KToh D LHT 5, BAKKIERLPLRE S RDIC LB
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(ca. 0.01 < p/pp< ca. 0.25), NHB /K(3540 cm™)D /X FEBIZIZIE EDE £,
wHB 7K (3400 cm™)=° HB 7K (3220 e ) D3y REFERRBIZ KX < e o7-, HHFL
R OWAEKPHML T g BUBEOYGE KRG 2 L, Z ORAEKE—JEH D
WEKEDITEL DKBEHEEEBR L TS ERDND, BEEHEEEL DK
ARREEBZ D & (0.51<p/ po) . wHB 7K(3400 cm™)=° HB 7K(3120 cm™', 3220 cm™)
DR RS ZEAIICZ L 72572, NHB /K(3540 cm™)D N> REREO BN
DTN ThH-oT,

MILZA LW U %t LTE, BAKEKIEDN/ NS W (plpy = ca. 0.1) & =
(2. " TIZ wHB 7K(3400 cm™)=° HB 7K(3120 cm™, 3220 cm™)D /N REFEDN K &
W,

DFEY ., AVKR—T A ITHIFLNITEREIC K> TEA ST/l LE O
KIZKFBREEEZERLTZKTHD EVZ D, BLEDOZ &t HIFLEELH DK
S FIIRFRES AT, MALEEM DK F L RIS TN TV 5K
Thd—F., MALOFHOKG FIIKER-ERY NT—T EBKT HKTH
HEbhrol,
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(@) Water relative pressure, ,a/po

0.0 0.1 0.2 0.3 0.4 0.5 0.6

250 — = — : :
—e— 3120cm’  —4— 3400cm”
—o— 3220cm’  —X— 3540cm’
200 .
o 150} 1
=
<
100 | 4
50 | i
0 1 . 1 . 1 . 1 . 1 . 1
0 400 800 1200 1600 2000
Water vapor pressure /Pa
(b) Water relative pressure, p/po
50 0.0 0.1 0.2 0.3 04 0.5 0.6
: —e—3120cm” {
49 i —o—3220cm’ ]
40 | —A— 3400 cm” 4
[ —¢— 3540 cm’” ]
e 35 ? i
§ sor -
= |
o 25} -
= :
T 20t |
62 i
15+ -
10 -
- %< -
5 1

0 400 800 1200 1600 2000
Water vapor pressure/ Pa

217 MFLZH L U Bicxtd 5, KEKIEIZbIZx T 5 OH (ifEIRE)
[ZIFT D 45D FGB120em™, 3220em™. 3400 cm™. 3540 cm™) D (a)
M2 & (b)m RS A 21k

49



22T, RV REMAISETE LI AKICOWTOREBIOFFTE & OB
KOKFEFREE Ty T =7 BRI T 2 ALY A XDEEIZONTE X D,
Kittaka HIE A YV R—F A2 U 1 MCM-41 C18 (HHEFLFE 3.6 nm) <° MCM-41 C12
(HEFLEE 2.4 nm) (W8 L72/K D OH (HRAFEIREN /N> RO FT-IR A7 L% i
FEMREE = > b ow—)L R CHIE L7 [11,15],

BEEHE N U212 0 OH HfEEE N ROSHICHEH T2 & AR B W
THIE L7-HIFALEE 1.8 nm D A ViR —F 2 U I OEA . # 3400cm™ (2 HRE % #F
DFPFER DN Ry z s Lz, —J7, Kittaka 5 23572 HEFLEE DS EEHEH R & 0
AV R—F AV I HIFLIZEEE L 727Kk O OH ifEEEh N> K& FL5 & 3000-3500
em T % b o TRN D0 HE R Lz, 72 bR 1.8 nm OFA, v K
Hula & 3400 ecm™ IZA D wHB AKAMLD X A 7 DK L0 HERIITEZ DS,
ABENRKEV 24 nm = 3.6 nm D5, KV AREEIZIRE .0 &2 A+ % HB K2
2 BBV Eb ol NN RaBE R LIcEEZEZ NS, HIZE2IE, A YR
— 7 22U IHILAAKIL, HDOREDORKE UL EOFLO FLEIZ IV TIEK
FREAF Y NV — I 2RZESE DL LN TELH, 1.8 nm O/ S 2 HlFLIC S
SNDHZ LTIV ZORENHE SN EPH LN R oT,

AV IR—=F 2D I HIFLNICERE L 7= K OBEE |, @iz B9 2878128\ T
AEFLINZK D e E S AN ALEE DA ZHE - TR L, MIFLAE 2.1 nm BL FIZBW T
1L 180 K THEEBMNAE LN ENFHILTWD[1L], 48l 298K DK D IR S)
HART R G, HL 1.8nam &S WS KOKEREXRY hT—7 D
FENIH IND ZER RSN, TbDZ Lide biZ, ML D
EERDFIPIR Y U= HEEOTRPEHEL < RD 2 LEBIRLTWD,
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2.5

FOETIE, AYR—=T AU B 2nm LA FOMFLICHIR S iz ko %@ %
HONCT D2 EEZ AR E LI KO FREBEZZE 72735 298K T in-situ TKD
WA TR & IRIMNR IS I AR MV EAS MIALNKDOKBREG R >y T —7
FERAZ OV TR L7,

KOWEFRBIIE ATV REZRHS VRZ R LTz, ZiUuTlllEsel e L
AVR=F AV ARBKEESNTE LT, REITKDIEE LIT WD & AR
T BEOKESEEZ LI C0olcb EDAYR—=FT AL U I ~DOKOEAEIL
WDAT > TN > THEITT D Z E R o7o, daOICOMILE E~D KW E
& W AETBIE - DEIMAA T, Fi CORFEETE L 2 BEEMIC L 2L DK
FHZ AT D, QKRFEPET L, Rtk IC@ORL- M 22~ DKEHED LT D,

WA, HIFLPNIC K 2 8 A KR RIE IS Ko CTHIEH L 72 23 53 LK D ARy
SO ZAT N, WA TR & BRAR S 7= 35 B ED 2> B OIS %t i3~ 5 K DR
NIy IR NV DB E T, KO OH WHFREEI N RICEH T 5 & WaEE:
BEQIZF W TRBL AL EE DRI A B AL, [RIRR O REEE ) fI CHEFL~D %
BOKRFENE T2 E NN G HIEIZ L > TH RS, OH HfEIREN N R
DR REHIN G MALRETHIAFIE T DKITKREREE R > BT — 7 BT
ENTHWRWKTHY . MHLOFEBITIFIET HKITAKEREE R Y FT—2 0
B SILTWDHKTHD Z ENbholz, 72720, 3.6 nm=°24nm &V o 72K
ERMILEET DAY R =T AU IIHE LTKELRD & 5590V KBRS
Iy MU= BB LTZKBEL 2O TR, KEHEFR Y N7 —7 N3
L7cAKsDigus, £my 7 7 —/VEZAT 5 1.8nm &9 BRNZEMDKERE &
Ty U =T OFELMHT L Lot
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B=8F AYR—F ATV HEF Pt DS
& PROX ol b i

3.1%S
3.1. 1 pF3eds &

AYVR=F 2V 1 OMAEEEZFIH LS HERIEE LT, AV R—7
AU T HEE ARG 2 3 A, R ORI 21T 5 7,

BRBIET ) 7T RE—Zh b e BTRENEML, BTHRRICE-ST
RIS RS SV 7 DY E B DD T ENMBILTWD[1-2], &/ 7 T AHK
—HAWR L, BHESEDZ LR OHMUIREBICHRSZ & T, ROV 4
IR 72 F R RE AR LA R & Ao D RTREME S B B, BT LR AT S
AYR—=TF 2V IE, IR T ) 7 T AF =5 FE T 50 & U CHRET S
e, T T AZ—HEHRE LTI SN D, ARFETIL, COEBRL
(PROXFRIE & 72 5 A VIR —F A Y AEFAAT /B 1- Al & A 72,

A o IR B R, S DB RIEFE S 2/l L. BEIEOE
BEHa—Y =2 —3a 2T AHERSE LT, EEABHfFEATWD, [H
K&y PGB EMIT My T IR 2 BAFE & LTV, KET A EOABIEDE
LB SOEMIEME & S S5 2 LICk > TEHEZRY Y, fl#iicix Pt
PHAWSN D, EFREITK 80°C TH D,

WL 2 KB AL, AlD 2 WIXRIRT A DKFAZYE, -CHy- + H0 —
CO+2H,, IZ &L VA A ZRLE LTtk KT AT 7 FJs. CO+H0 = CO,
+Hy, IRV EGESND, Lol KET AT T MOSIT RIS TH 5720,
1%FEE D CO BHRNICEEE T 5, bl PtREIZZ DO CONWRE L, Rz
CRRIEME RN R DN T LE 5, BEIERORZEBEDTZDIZIX, BB A D
CORE%A 10 ppm UL FIZI X D LB N B 5,

W CO OREEE LT, BERLPROX) 7 OB ANREEIN TS, 20D
OGO L LT, #RAIE 5 wit% Pt ZHFF L7 T VS £33 U A0 H
WHIVTWD, Z OfEE 150°C L ECIEMEIC 2 2 RN A > COJREEZ 10
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ppm UL FIZI & 21213, 400°C UL EOIREES NI 72 5, RS S T- TRk
wEihix 80°C TENMET S 72, HARMIZIL 80°C T 100% PROX 7' 1t A % 53
Bl nZ ENLEE LW, L, CO/Oy/H, &V D FHAIZE LT WRESR T,
CO & O, DRUSD I HIRHITAT 5 DITHEE L VY, FEREHE ST E 72 PROX fil
BEDIE L A ETE, 150°C LLF COEPREIMENN3-5], AV HR—TF AU BHIFLIC
X% HeT /R E AR Ko T, LY EEREZe PROX il A 15 7=,

BB T BLFE OB ALIAIRER, BIH A AN TR A A DI,
B, L—V B2 EEFH LGB Lo Tt C& 7, dbimE K%
OF@R H DRFFE 7 N—7" & KA PRSI, A Y AR —F 22U I 4HEF Pt fil
BEDOBAFIZ T L72[6-8], MILNIZ Pt/ 7 T AX —%{EFT 252 LT, Pt
FF 1l wt% CHSE T AHF O COREE 10 ppm LA FE TR CTE 72, —FH, A
VAR—=F AU BN AS~D Pt 7T A X —HERHX, HALAIZEA L 72 RiER
ROIKFIRITIT K > TTDiLz, BRMEOKEFET ATTZ 2 b L~LTORY
WNDBRHRHETH D Z LD, KRBT AZEH LRWEREMRA KD BN TWD,

IKFEAAZER LignT oAl LT, RIFE CIXRT OIEFEHEARE 7 X
~ (YVa—var7I X~ SP) &R Lz, SP RS Tld, I
R LT BB EKRET OHNEBRITAIL LTIoE&RT Rk, BET U0
NWEKBBIET DANERIRA LA Y R—=F 22U HBALNEE AR T > 7 L —
FERE[-12]MTHIL TN D, HERDEHREE TR TTAI DRI LI T - 7273,
SP % V5 7L TIE, IWIEHPICRA LImiREDOKFET VAV ERTAl LT 5
72, BIGAIOWMDBARETH D Z ENFHEE LTHEIT N5,

AVHR—=F 2 BN EE AT > 7 L — FREOFIEEN S, 7P TR
B LTIEYET A NADPHILN O & TILBT 2 Z &R bho>TnWb, KFET
T A ? van der waals HEITERDETAIL W b/ SV, L72d > THTITHE
A LTomBE EIRE T 2 VS ALIN ORERIC £ TA D IAI MALNIC S LT
PtA A &L, T /R FEaamMTEDEEXT,

[KIR CEIEMEZR A VYR —F 20 ) WHFRERMEEEZ B 251202, A VY AR—F A
YU ONBEZDRT )R EPFF S LMNERNH D, KERF T I IO
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fE> 7 7 —NIETEDNTEY T /) — VOB LS < P (SiOH
= Si0 + H) ([CEKLTAICHEBREL WD, ZOB7 8 N MUSOFEHIE, %
WROKFA A RE, T7bH pH KA T 5, pH 23N S WIE EEMl I AL
L, 7o oAb S hizy T ) —VHESIONDOE BB LT, FHEROABENND
/NS 725, ZHUC LY AR & L CE AT B [PCL] A HIFLINEE I 5
TEHEBEZT, AVR—T ALY AOMILNEE L R OREBEN N RS 2
ED, AYE—=T AT B HIR OSBRI T, AIFLNEEIZ O B [PCL]>
IBRAIRAETE D EER T,

3.1.2HF5EEEY

ARWFFETIX, SPAERZ A2 A VR —F AU B HEF PO G vk & ffe
L. 80°C Th< PROX )il #1525 Z L # B L L, ZOHMEET HT-
., 13 U I HyPtCle xHy0 /KIEH H T SPALEIC K 53Rt T, Pt/ Ri 1Ak
ZHE Lz, VT, pHEIZITS Z LIk > T, AVFR—F AU TN
BEA[PCL ] 2 W5 S8, < SPALERIC X o THIFLIN T[PICL)P DE T AR = L.,
Pt F /R F-DER - HEF 2 B LT,
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3.2 Pt} RiFEHER
3.2.1 EBHE

IZUOIC YU a—Yar 7T X< (SPYRELUC L 5 Pt /R FE R EIT 72,
Pt /KL ORIFAIZIE 7 v v B40V)EE/KFY (HyPtCls-xH,0)% AV =,
1.37 mM @ H,PtCle xH,0 K¥E#E %2 50 mLFHEE L, 50 mL v — U —% T L7
T B —INA T, KD pHIE 3.8, 5L 480 S'em™ Th - 7=,

BIIZIZ, ¢ =1lmm DX > T AT UA Y EH W, xS 7B O
Bt 0.5mm, —REEZ 150V, 7L REA 1us, 2L R JEEE % 15 kpps 1278
E LT, REITRVpEE LT,

O BEA TV, B 2[RI L 72, HyPtCls xHoO /KVAIE O SR AF ATARWR I A A~
7 MVEALD S SPALBRREI K3 2 WA ORI 21T > 72, X BRIEHTEIZ &
DRI FHLE DF Ml 21T o 72, BELTET T XA~DRHEAT MLGHICE D,
B 1A BRSO W T LTz,

3.2.2 ERFER

7T A~ U ORI, TR AR EIZE L LT, SP ALBRRF R IZ%f
T2 HyPtClexH,0 /KESHE D IR AN AT VLA Z i~ T2, R O
AT MVEAL AR 3RS, SPALERRFH O KRIZ L7223 > T, 261 nm & H
D& T B [PCLY RO ILIL & — 7 ASHFER Uiz, SPALEREFRHE] S 30 /3 &M%
5l A O AN BN, iU, TR OERICHED LA
U—HELIC LD bDEBEZBND, T2, SPAARRKRIK 30 73 LA L TH-&
R TE D Ebrol,

ZZC, 40 43fE10D SPALER DR, O ArHEC KD RIS A O ETEY &2 B L7z,
Z DOETHOWT XBREFTEIC L 0§l 21T > 72,
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1.5

— initial

Absorbance

200 250 300 350 400 450 500
Wavelength/nm

3.1 SPALBERFRFRIIZ %42 HoPtCier xHoO 7KK D 5554 AT AN A

7 MVEAL
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3. 2. 3 X MEIPFHEIIC X B BBk T DR

FONZEEDI L. iR X SEPTEIC K DRIEZIT - 7o, HERE X
Rigaku SmartLab 9K Z ] U7, 5 b7z Bl X7 — 2 & X 3.2 127797, 206=30-90
OREFPIZ B TR Sz BT 82 — 0%, B40 111,200,220, 311 BT
=Lz, L7eRoT, SPAFIZE Y | 4flid Pt A A 3B = flid PtJRF-IZ
BIC I 4L, HoPtClexH, 0 2B HET /i F 2 G TE 5 Z EnbroT,

150
111
-E L
8100
o 200
T~
£
‘»
c
k2
c 90
0AAllljALLllAlkllllllllAAlllll

30 40 50 60 70 80 90
20/ deg.

[X] 3.2 SP ALFR 40 4312 &L 0 Bk L7230k X BRIEIHT /N &2 — o
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3.2.4 BRI R VGHT

H,PtCle xH O KRN FA LT 7T X~ DI WA T SV ERE LTz,
B HNTEFND AT M %K 3312577, 400-1000 nm O EFPHIC IV T
656 nm |Z Ha, 777 nm, 844 nm (ZfEE T ¥ B VK OBLNETFE E— 27 SR
SNTee ZTDZ END, HyPtClexH0 KR H O SP UGS Tk, FOISF(D)
P35 RS R(6) TR RUGAE U TWB[9], AR L7=iE MRS ER L, [PtCL]"
R - RIS AL, Pt 2R ER LT EE X BIVD,

H,0 -H+ +OH - FOSE(1)
2H,0 — O, + 2H, FOGF(2)
0,—20 - FOSE(3)
H, —2H B =(4)
H+e— H* + ¢ FOSE(S)
O+e—O*+e B E(6)
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3.3 AVER—=F ALY I~D PtEFF
3.3.1 EZBFHiE

AV IR—F ALY J3~D PLHEFZ OV TG L=,

B ERDAYR—=F ALY BikEtE LT, KB LS5 FSM-16 (AFRHEL
££2.7 nm, P4 TMPS-2.7)% V7=, TMPS-2.7 IZBET 2 & AMEIX, Rk
fi 1027.6 m*/g, MIFLARE 0.627 cm’/g, &L 0.218 g/em’, FHIRIFE 17.8 um T
& B[13],

FEBNHIENC L D, [PCL)" OFFLPNBER 35 DR %95 7=, pH 7.0
LT )=V DEE M TH D pH 1.8 & T, [PICLP 2335 L7~ FSM-16 # &
L. ZD#%0 SPAEET Pt R+ OA A 23R 7=, DLTF. [PICLT 23k
# L7= FSM-16 % [PtCl,]*/FSM-16 & 3,

IZUDIT pH 7.0 T[PICLI*/EFSM-16 DA A& iR 1= 856 DR T 15271,
FSM-16 0.4 g % 120 cm® DA A L BRI H# S BT, 2 O EIE O pH 13K
3.8 ThHh-o7z, 0.1 M D NaOH KIEHK % HV. FSM-16 438U D pH %49 7 |ZFH%E
L7=, IR TR | B L7, 56 mg @ HoPtCle-xH,0 Z 012, =RiE T 24 K
L Eg#R L7z, 8000 rpm T 30 4yl 0Bl L. BIZM A [EU L, 50°C T 1 Hiz
L7,

ZDOEIICLTAR L, [PICLI*/FSM-16 % 0.1 g FE& L. 100 cm’® DA 4>
BRI S T2, ZOSBIERD pH X 3.7, A A AREEE X 90 pS-em™” T
bHote, ZZITK30mg D KCl &M%, AREE 2 #) 450 uS-em™ ICFREE L7z, =
DK LT, 321D PtF /KGR E R C4MT, 15 43f# SP LB AT
STz, LB L0 BB E R LT, EE®E 50°C T 1 Bz S, MR
= Y

&N T, pH 1.8 T[PtCL]*/FSM-16 DA A R T- 58 D FEBR I 1EZ TR T,
FSM-16 0.4 g % 120 cm® DA A U AZHOKFIT B ST, T 7 — L OEERI
725 X912, 1.0M @ HCI KK A F, FSM-16 43 #iE @ pH 29 1.8 IZFREE L
7oo IR THI 1 BB L2, 56 mg @ HyPtClexH,0 % %, ZRiE T 24 BFREI LA
R U7z, 8000 rpm T 30 s3fEli Ly BEL . B A R L7z, BER% 4 50°C
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T 1 HEWEL,
A% U7 [PtCL]*/FSM-16 (Z%F L, pH 7.0 D34 & RAEIC SP AL L, R %15
72

3.3.2 BT E FIRMEEIEIC X 5% PO T OFFHf

GEBE THEMBBIZIC LY BonhREBE L, BiRAE - BEMEE
I% JEOLJEM-2500SE % i\ 7=, X 3.4, XI3.5/ZpH7.0 & pH1.8 DFFTHAL
72[PtC14]*/FSM-16 O SP 4LFRIZ K » TH SN2 [EAD TEM # % 7~ 3, X 3.4 (a).
3.5 ()X EFIE S 53 f% TEM (HRTEM), [43.4 (b). X 3.5 (b)id 4 EEHGEL
5 #5 BF 75 STEM (HAADF-STEM)#& T & 5., W3 1L ® HRTEM I L O
AHHDF-STEM 475 &, FSM-16 D AV fLO IR IL~F I /LR 3 sl ©
7o SPALERIZ o THIFLIIEIZZ LA A U722 N 2 LD R T & T,

HAADF-STEM A TIE, JRF&EZD 2RI I ZHBILIZa T R FBES
N5, LIENo>TPULSIOIK LTHDLES, 2F0, X34 (a). 3.5 (a)
Toa NI A NDOERDBH, BLUK 3.4 (b)), K3.50)FO0AMIIEAEN
Pt Th %,

341ZBNWT, AVR=F ALV IOMALELD b RERELD Pt R0
Bloniz, AYAR—=F 22U BFLNTO Pt F ki T OERITBL D L2 o T2,
AVR—=F ZL Y HOREIWE LIZ[PICLIP AR L, PR F2NVER LTz & &
z b d,

—Ji, K 35128\ TIE, HRTEM &6, A YR—F A U IO > Y 20K
HEFLNIZ Pt I/ R DSEEH LTV D ERDSBL B 4172, HAADF-STEM %726, A Y
R—T AU IAIFLNEEIC, ML L /NS Pt 2R M HEF S LTV Dbk
NBLB T,

DFE D pHT7.0 DS TITHMILNEEY T 7 — VI ORBENHET 720, A Y R —
7 ALY HHFLNEED K & OFFERIEIZL Y . [PICLIEE A EWFE Le )
STz, —77. pH 1.8 DEATIZ[PCLI DSHIFLINBE IS 25 T&, Z D% D SP ALHE
IZ X0 RAET DIEEREOMIL~DIRAIZ L > T, MIFLN T Pt F /R 1% &Rk
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FFCx7o,
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(a)

(b)

200 nm
3.4pH 7.0 TAHL L 7= [PtCLI*/FSM-16 |Z5%f L SP ALER 24T - T157=
[ &> TEM 4
(a) HRTEM 14, (b) HAADF-STEM {4
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(a)

(b)

10 nm
3.5pH 1.8 TA R L 7= [PtCL]*/FSM-16 |Z%f L SP ALER 24T - T157=
&K TEM 4
(a) HRTEM 14, (b) HAADF-STEM {4
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3.4 PtHEEE X VY R—F 2V b OfEE MR
3.4.1 FHlFHE

AV R—F 20 FHHEF PRI PROX SGIZ 1T 5 flEis o 2 340 L 7=,
fil i B 50 mg 12Xt LT, —BB{bRE 1%, BFE 1%E T NENEG0IEEKRIES
KFEH A% 30 mL-min” OEMETHEALIZ, 20L& EOH AZERMEE T 36000
mL-min™-g" & L7z,

3. 4. 2 LGP AAR RS SR

FOSIREZ )T % CO A bR 2 %] 3.6 127577, 125°C T 85%. 150°C T 100%
D CO ZRETE D Ebnolz, EbRE#R D HEAEI D 80°C TOHAERIZ
$120%THY, BEEL T2 100%I21EE L TV, LML, BATEO KA K
JEIZ LD FREE U721 EF PeARE OfALERIZ, 150°C T 20%fEETHDH, ek
RLE, RETER LA Y R—F 22U B HEEF PRBEE O PROX TEEZ 7R
TEVNRD,

] 3.5(b)?®> HAADF-STEM (235 T, flFLES &t T Pt F /R DEAED O
EEDV/NIVENITBIZAT-Z D [EHEFRORNLEEDRBEIND,
DFE Y, PROX RISHIZ Pt F /i - A Y AR—F AU 1 OFFLAN Z L LT
WHZENEZOND, HEFEOEIN, Pt 7 /R FOBEIZE->T, IV E
[EMER A Y R—=F 2 ) IAFLIEEF PG 5D & & X D,
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100 - ® ® ®

80

60

40 |

Conversion/ %

0 ! ! 1 1
0 50 100 150 200

Reaction temperature/ °C

X 3.6 AV AR—T AU BHEEFPtHEED . SR IZ% 5 PROX
Sty CO ik 2R il

3.5/E

SP IS WD Z LT, A VR—F AU I OMILNIC Pt/ Ki 1% Ak
T& 7o, MLNEES T ) — L OSERIZE W T, [PICLI ASHIFLINEEIZ IR 5 ©
X5, SPIZ XV RAT HIEHEFMEMILMRAT L LITE - T, MALAT Pt
FRLA A G RAEFF TE 72, PROX fifif & L CHIEE %, 80°C ToHi kR
100%ZIXE S22 o7, L L, BATOKBMEIZ LV AR LTz PIZ A~ T
Y PROX G EZ R~ A VAR — T A2 U I HHEF PLAME NG H v/, SP7'm
T RX, KB AZMELE LA Y R—T A2 U B HER P A IV,
BAVED®mWTIETH 5 Z LRz, HEREOHINE Pt F /KT OREE(KIC
£ 5T, 80°C TOH{LIE 100% % BERL T~ 5 FIREMED AL S 47z,
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BHNE AR —FAVIDERETS

Gd,SiOs FE i DIEIR B Rk
4.1 %=

4. 1.1 FFRER

AVR—=F ALY DT ) MG Z R LIS e E LT, A YR—=F
AT I EJFEE T OB RUCED M A, #E BRI D RO T M s
DN Z T,

FN ST A O—FETH D GdSiOs 1T, mWVIENRZ BT 25k L LT
BrrSn D, GdoSiOs ITHBERIZET D45 T, B FERILa=0912nm, b=
0.706 nm B LV ¢ =0.673 nm TH 5H[1], FitfptiE 2 X 4.1 12777, Gd,SiOs D
ST 1950°C & EVy, GdySiOs fiffnlT— MRS, KE D i LB E+T5F =
7 INAF—IETHERINDR2], AFETIE, Zcfbs, LY KE CEE
ICHRSREBR T D HiELE LT 7T v 7 AIEICIER Lz,

7T v RIER, RERBRIIEO O THHERIED - THh D, L
B (7T v 7 A) [CIRBEEEM L, WAL DIIRFEREEZHFE L LA
WOMWMEAFIEZIE L CRIMAZBRT 2, 77 v 7 ADMF(EIC LY . BRGSO
AR LD DIRECREMBZER TS Z L2 M E 35, VBRI ESBRIENTE
ETHLHZ ENRATICET NS,

7Ty AETIE, 77 v 7 AOBORRPFEEBEROKREE DT D, Z
DOEFUTEE L < | WIEE ORBRAIN I 2, ZHETIZ, LIFX° NaF 7 7
v 7 AIPB D GdySiOs Fi DB A RE SN TWD[3], LarL, 7 v kidk
SNOEBEFRED/NS W=D, fifmE 77 v 7 AO5BEREE LY, — ik~ 2
v 7 AL, fmEDTHENRRG THLEVWOIREDRH D, L, FIZH{tw
A7 T > 7 ZNTHKT DEMED/ NS W2, ZRETT7 7y 7 A& LT
WOE SO Th o7, ITHE, 77 v 7 A& L THAY &2 B[4-6]16 5
BEIRAG L THWD[T9Z LT, FABEZIITLOETDH, S I E Ry
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A BERTE D Z LN HME SN, GSiOsfff DB I L THIE 7 Z
v 7 ZADMH & RET Lizuy,

INETDT T v 7 AETIE, 7 A BREHSEROHREERE L THhRD v
UARENLZH I TERB], ZHUCRZ THABEZ AT 22U I & HREIR
Bte 30U, 77 v 7 ATk 2 ERREE O L & O BEEFE & O RGO
WRPBAELZOTIERWNEHRF L, TRDBAYR—=T 2V 7% HFER
Brednztc, Bk 7 7y 7 2 AWTLVIKIR Ty A BIERMNE 7 7 v
J ZABMTE DAREMED B D,

4.1 Gd,SiOs #i f s
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4. 1.2 BF5EEHY

ARBFFE T, W7 T v 7 2% VT2 GdSiOs fE i B K 21T\ HFEFCED
TUHDRAYR—T AMEEPRER BRI R E G525 20T 2 2 &2 HIY
Lz, YUAPFELTHRD SiOi#EIRATAYR=T 2V B EHND
LT BT Ty 7 AOERBRE LS HOWITREM O KR %
REL, XVIRECHRSBERT D2 2 iE LT,
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4.2 SiO MR ZFR & 35 LiCI-NaCliRE 7 7 v 7 A
AWz Gd,SiOs s i B AR
4.2. 1 fERB T

IF LI, SifiE LTHRER Sio, 2V, ARHEE 1100°C 3 XY 1300°C T
Gd:SiOs D 7 T > 7 A B EAT -T2,

B R5T D Gd PIZ1E GdrOs (R, FEmtie) Z- | il id SiO(Rrtlads,
RS 2 AV ie, 77 v 7 Z120E LICICRHREREE, Feilisk) & NaCl(Fr#katdg,
RS DE/VE 73 DIRGEWEZ AW, ZD7 T v 7 A% LI LiCl-NaCl
& K707 %, LiCl-NaCl ® iR 13K 554°C Th 5,

BEIREED 20 mol% &2 D KO ICENTENDOWE L 7 T v 7 A HEL, ¥
RRE Lz, TAIFTH0FICKE L%, BRIFICHEE L, K 50°C-h! T
1100°C % 7213 1300°C £ THIEA L, & DR T SHEMARFE L7, £ D% #950°Ch!
T 500°C £ THAIL, UREIRE THREG Lc, ®EIO 7 Z v 7 2 ZRK THE
PrE L. fdm &R L7,

ARGRE R ORGSR A2 X BREHTECRE Lo, 2B ORIk 2 A E
THMEBECEIZ L, Rl L7, =L — 8 X IS L0 S Rk
AT BRI,

4.2.2 X BREIPTEIC K 2 B B il DRSS D[R E

X BREIHTEC KV ARG S OREREA [FE Lz, X BREHTEEE L MiniFlexIl
(RIGAKU) % FV =, 1100°C F 721% 1300°C OFRFFHEE CE S = db o X Bl
Pz — 2 %X 421277, K 4.2 (IR T L H12,1100°C THEEL L 72 fE bl Tl
HEID Gd:SiOs IR T T AT /3F A MEFEO—FETH % Gdos3(Si04)s0, X0,

FIFELD Gd,03 VBB LT,

PREREE 2 1300°C & L CTER L7MAMm TIE, K42 OISR T L9, b
IZFEE LTHMD GdySiOs & 72 o7z, DT 73T Gdo33(Si04)s0r D AR b HERR S
7z. ICDD-PDF /3% — AT~ FRITHKY 31°0D 211 [EIHT#R AN TR < BIZE S, Fr
TE A& Eh T O R D3RR STz,
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| Gdg55(Si0,)s0; | Gd205

! | . | ! | . |
(a)
|
|
S | ()
2
4y}
z |
= by ! ' '
=
(C) o 021202
211 212121
i
200
Dl il gt
10 20 30 40 50 60
20/ deg.

4.2 SiO K% Sifie L7 T v 7 AIEIZ K Y AR L7 XRD /3
R—
(a) PREFIESE 1100°C, (b) PREFREE 1300°C, (c) Gd,SiOs ICDD-PDF
(40-0287)
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4.2.3 EERE TEMSEBIRIT L 5 FEMERORRFME

EAEE MBI LD . ARERORIREZ RN LTz, EERE I
$il3 JEOL JCM-7600 Z 4l ] L7z, X #RIEHTE S H ARG 2MF iz &Il S
MT-ARFRRE 1300°C THRL L7-f5 8D SEM 4 % [X] 4.3 1ZR T, A Ruf fh O FEA
FRIFAER CTh o7z, MEARFEEL, HORIITIE T Iy FRAFET
LR LB ST,

Gd,SiOs DFEFEIE TH L HAR RN OB X D & a BiFMICHKE LT WS
ENTREREIND, 77 v I ABERTHIET, BEOREENRONTEEEZ XD
ND, XRD "F—rz2BfET 5L, MEIT211} E, Jedmid{100} i@ T El S
NTEY ., GdSiOs DFGEENDEZ LNLDTIRE FE LA,

I
2.0 um

X 43 SiO ¥y K% SilRE L7 T v 7 RAIEIC XV RFFHEE 1300°C TARL
L7=4E i D SEM
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4.2.4 TR X B X BRI K 2 B AR S O R 5370 R
TR L RSB X RS EEEEDS)T L 1 | SR OMRRA A TE T, SEE
JEOLJSM-7600F % M\ 7z, X 4.4 IZPRFFIEE 1100°C, 1300°C TH AL L 72 db D
EDS A7 M VETRT, WTHORFHRE TER LIZERICBW TS, Na sy
I S nig ol 7T v 7 AL DRISAERMITER SN2V LR TE T2,
P EDOFERNG, SiO K% Sifilé L LiICI-NaCliRE 7 7 v 7 A& W=
A, 1300°C THAFER D GdaSi0s Z B TE 5 Lbholz,

(2)

Energy/ keV

0 T T T T T T
0.0 0.5 1.0 1.5 20 2.5 3.0

Energy/ keV

44 SiIO B RE SiRE LT T v 7 ZEIC L VAR LMD EDS A<
%

(a) PREFHEE 1100°C, (b) FREFEE 1300°C
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4.3 AYR—F RV B &7k L % LiCI-NaClIE&
75 v 7 R AWz Gd,SiOs s DIRIEE R

4.3.1 fERBRFE

WED SiliE A Y R—F AU F FSM-16 (TMPS-1.5, KEFLFENCZER L, 1%
FREE 1100°C 35 L 1V 1300°C T LiCI-NaCliR A 7 7 v 7 A % 72 Gd,SiOs i i
DEREAT T2 WA LIZA Y R—F 22U B OKFRIE 3.2 um T 5[10],
DB KL, HFEEEHT SiO R E vz 421 Hi & FREE L7z, TMPS-1.5
DX¥ 772 VE—a 0k, KmsloE & 221 {206 224 iR LT,

A RS OFERFE 2 X BRBIFTE CHRIE LTz, 7B GER ORI E i AE
F-BASEE CRLEE LETAMN L7z, =L — 43808 X B0 JEIEIC K0 fdh DRy
i A~ T,

4.3.2 X BREIFTIEC X 5 B R R OfE s AE D[R E

XBREHTEIC K0 AR O iE 2 [FE L7z, XBREHT240E X MiniFlexIl,
RIGAKU Z Wz, AYAR—F 22U B % SiIZ 1100°C £ 7213 1300°C OLRFF
WERE T OGO XBREIT Y — 2 2K 4.5 18T, W ORERRE O
Ab. IRITE M E LTHMD Gd,Si0s DEHHRAE i, Z< P07 Gdy0s
MILELTe, 7220, ol X BREFT N Z — o OETRRE TR R - 72,
PREFRE 1100°C OFA, 2008 30°FHTICHRWEITHRA A bz, Zhbix,
VI 200, 211 BIFFHRCH Y . SiJRIC Si0, & HV T 1300°C THLLTZ & X (1
AONTHEOREDN, KVBHFICBENTCHERTHLEEBZOND, AV HR—
T A B &AW TREHEBE 2 1300°C 128 L CHEMR LIZRRmICBW T, 20
[B]47/3 % — X ICDD-PDF ORI/ 8% — 2 Lig b A 8T 2 kI o 72,
fEEaC RS XV EIT L, REL L7 RS RIB S LD,

bbb, AVR=T ALY B EHBFEEHIAWD Z & T, AR V@
D, KVIKIETHBRE D GSiOsHifla B TE D Z L Rbhrol,
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021 021
(C) 202 211 212121
| L
200
[N
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20/ deg.

44 AVR—=TF AU N%ESIPRELTT v AEITLD AR LD XRD
INB—

(a) PRFFIEEE 1100°C, (b) FAEFEEE 1300°C, (c) Gd,SiOs ICDD-PDF (40-0287)
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4.3.3 EETETBEMEBLEIT L 5 BRSO IR
EBEMEFIMEBLZIZ L0 | AR S OTIR 25l L7z, AR E 7 BEM
B3 JICM-7600(JEOL) 2 L 7=, A Y AR—F 2 U B % Sifflc 1100°C £ 721
1300°C DARFFIRE TR AL RO SEM B A X 4.6 IZ7R T, W3 4L b HEIRES i
ThHV, M7 Iy FEABIEE Iz, 1300°C TH AL L7-ffdaIE 1100°C T
B LIRS T, KL LA Z R OV TIR 2 7R LT, PREFEE DR
XY, BEORKZEITIZ L LD bODORMEMEN IV ET LD LA
Do XRD/NZ =2 DFERE ZORGICERT S LB bID,
LLESEMBIZENO ., SiTRICA Y R—F AV A2 HWAZ & T, LKA
THBYRE G D Gd:SIOs ff i &2 B TE 5 2 L AR STz,
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(a)

(b)

2.0 um

4.6 AYVR—=F ALY HESIPRE LT T v 7 RIEC K0 ERE L i
@ SEM 14
(@)FPRFFEE 1100°C, (b) fRFEFEE 1300°C
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4.3. 4 TR X =B X BRI K 2 B AR S O R0 R

TR L RSB X RS EEEEDS)T L 1 | SR OMRRA A TE T, SEE
JEOL JSM-7600F % F\ 7=, [X] 4.7 12 EDS A-X7 kL% 7r9, Na iy i3t S
winole, 77w 7 AEDKISHERMITAER S 2N LR TE T,

U EDFERPG, AYVR—=F22 U 1% Sifie L LiICI-NaClIRG 7 T v 7 A
ZRAWIESE, RFHRE 1100°C TH BRSO GdSiOs B TE D & bho

7&
—o

Counts

Gd  gq Gd Gd Gd

4 S5
Energy/ keV

Energy/ keV

X 47 AYVR—=F A HESiIPFEELTT v 7 AECLY S LIS
EDS AX7 k)L
(a) PREFIEEE 1100°C, (b) FREFEE 1300°C
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4. 4555

LiCI-NaCHE A AL 7 T » 7 A6 GdySiOs fiifih & Bk T & 72, Gd,SiOs i it
OFRITRR AR L L, ZOWMMIIET Iy FR GBI, Frlo, H%
JEBFD SifJié LTRAYR—=F ALY BEMHNDZ & T, SiOMKREREE LTz
& & X VKIRD 1100°C T G SiOs fE g3 G Hivic, AV AR—F 2 U 1 ORIFL
FERONFANZ LD, 7T 7 ATk D% E A ETE 2, B2 WY
WS ERETE /R THDLEBEZX D 8%, F a7 T/ AF—15ET 1950°C
THREID Gd,Si0s gk & RBFETIEA VAR —F A2 U W &5k 3 2k
W7 Z 7 ZIEIZ LD 1100°C &) SRR THRR T & 72,

JFEF U D) 7 HEEOH I L - T, fmlkEORRBICE(LES 265
TEWRENT, A%, AVKR—=T AU BIZRET, FIZIE, F - bR
T Fa—T L Vo L RRAEESCIRE R T LR EH VWD Z LT KR
TOREMmO ARIZE I ELE 5 2 D RetEx AT 2 L TE -,

83



2 2PN

(1)

)

€)

(4)

)

(6)

(7)

(8)

)

(10)

T. Utsu, S. Akiyama, J. Cryst. Growth, 109, 385-391 (1991)

V. G. Bondar, V. I. Krivoshein, V. P. Martynov, L. L. Nagornaya, V. D. Ryzhikov,
Funct. Mater., 12, 196-200 (2005)

S. Oishi, M. Hirao, Chem. Lett., 20, 333-336. (1991)

K. Teshima, S. H. Lee, Y. Mizuno, H. Inagaki, M. Hozumi, K. Kohama, K.
Yubuta, T. Shishido, S. Oishi, Cryst. Growth Des., 10, 4471-4475. (2010)

K. Teshima, H. Inagaki, S. Tanaka, K. Yubuta, M. Hozumi, K. Kohama, T.
Shishido, S. Oishi, Cryst. Growth Des., 11, 4401-4405 (2011)

K. Kawashima, M. Hojamberdiev, H. Wagata, K. Yubuta, S. Oishi, K. Teshima,
Cryst. Growth Des., 15, 333-339 (2015),

Y. Mizuno, N. Zettsu, H. Inagaki, S. Komine, K. Kami, K. Yubuta, H. Wagata, S.
Oishi, K. Teshima, CrystEngComm., 16, 1157-1162 (2014)

N. Zettsu, Y. Mizuno, H. Kojima, K. Yubuta, T. Sakaguchi, T. Saito, H. Wagata,
S. Oishi, K. Teshima, Cryst. Growth Des., 14, 5634-5639 (2014)

F. Zhang, A. Yamakata, K. Maeda, Y. Moriya, T. Takata, J. Kubota, K. Teshima,
S. Oishi, K. Domen, J. Am. Chem. Soc, 134, 8348-8351 (2012)

KBRS A v H—T oA A g U a— 3 VHER, [TMPS
oo, X OB o F ok U & 2008930 HOH,
http://taiyo-chem.com/2008/09/30/about_tmps, 2014.12.5 5|

84



FHILE #BiE

AVR=F ALY BREIND T/ MILEET D LA B O FLZE I
Fr 2 b6 & LTI TH 5,

ABFFETIZ, A YR —T AU DHIFLNAKEAEZEB O Z DR, A YR —
T AU HHEF Pt flE O Gk & PROX SUSHRBERFE DR, 72 5 NS A VR —
Z7 A B EFEE T 5 GdeSi0s #s b OIRIR T &2 1T - 72,

AV R—=F AU HHIFLEE 1.8 nm O FSM-16 (25} L, 7K OWE B S5 AR & %
1T, BB 72 K O B BIR 2 BRI ERAR L 7=, MFL~DOKEEIZ, 1T L
FFLBET RS CAE U, BeWD CHIALR O CA Ure, E72. KEHBREE T TR
SEIERE 24T\, KOS PSS U o K DRI A LT bV EET,
(72K FDF Y NT—ZIZDONW Tz, KO OH MfEHREE — ISR
53y ROGSEITAKOWE BT O TEL L, R 1L X — O W IE
PHIR LTz, 2O S, MALEmICHAEE 2 TRy 7T, KEBET >
MU= ZRESE L2 L MARIPMOKG T LE<HELTND Z
ERbois, ZHUTH LT, ML HULEBICERR Lo Ky i, KERBE TR
NI =2 % XS BEIHETWDLZ ENDLhoTz, 7272 LAIFLEN LD K& 7 A
VIR—=T ALY IALNKIZEEARD & Xy N = REFEOEGWA/NE o
7o Db, M 1.8 nm &\ WURZEM ASKD R v h T — 7 R & FLE T
HZEBHBNTIR ST,

AV R—=F ALY T ORI E AL LT RIBR T O BARBER D #Ax & LT, —
SHIZ, KR T CO ERMER L (PROX) MG 720 A VY R—F 2 U 7
HEF Pt i DGR L | AR ORI 21T o 72, SP UGS 2 WD 2 & T, A
VIR—F AV T OMIILNIZ Pt T/ K2 S CE 7o, MILNEES T ) — LoD
SEERICE N T, [PICLY 2 M FLINEE (CIR S S8, SPIC K 0 A S B IERE D
HHLA~DIRAIZL 5T, MFLANT Pt R &2 ARk, HEFF T 72, BUTOKEL
B2 L AR LTz PRI BT PROX IBEIS E 2 R A VY AR—F A2 Y
71 055 PRI AR B A7,

85



FEHBE%E O BARIIEL D 1D DB E LT, AYR—F 2 U W&k &
% Gd2SiOs g DIRIR B K 21T > 72, LiCl-NaCl 7 7 v 7 2% v 7z Gd2SiOs

fErm DBERICER L, v U WA XY R—T A& E A LRWR SiOe 6 A Y

R—F 22U FSM-16 IZZ£z2 52 L T, LVIKIE COMEBRNAIGETH S

ZLERLIE, AVR—=FT ALY DX ) RS ) BEN T

CIEFR T
N | A W R < N DY (N

86



DS

L FaREE

1% FARWBCE, BEET, IR, B2, Rk, <Y ) a—Ya v
TR ERNWTZA Y R—=F 22U BHE QSO A K & E=IRER L
fbIBE AR, 3 T AT, Vol. 66 (2), (2015), in press.

2.% BEARWGE, $hAKEN, REEAT, BRK L, “LICI-NaClIR B 7 7 v 7 A7
5D GdSiOsfE g DIRIE BT & A VY R—T AU B & T2 OGEtE
23, Journal of Flux Growth, Vol.10 (1), (2015), in press.

3.™  Yoshie Aoki, Nobuyuki Zettsu, Hiromitsu Ito, Taku Iiyama, Nagahiro Saito,

“In-situ Observation of Water Adsorption Behavior Confined in Mesoporous

Silica, FSM-16”, Langmuir, Submitted.

II. ERESEIcB I 53%E

1.

Yoshie Aoki, Anyarat Watthanaphanit, Nagahiro. Saito, “Introduction of
Sulfated Groups to Calcium Alginate Beads Surface by Solution Plasma
Process”, The 4th Asian Symposium on Advanced Materials — Chemistry,
Physics & Biomedicine of Functional and Novel Materials, Taipei (Taiwan),

October 22-25 (2013), (Oral).

Yoshie Aoki, Nobuyuki Zettsu, Nagahiro Saito, “/n-situ FT-IR Study on Water
Adsorption Behavior Confined In Mesoporous Silica, FSM-16, having <2 nm
Pore Diameter”, 7th International Symposium on Advanced Plasma Science
and its Applications for Nitrides and Nanomaterials, Nagoya, March 26-31

(2015), (poster).

87



1. EN5
1.

KFITBITDHE

BAIMUE, Anyarat Watthanaphanit, 757K 7, “KHP CRAEIH 7T X

~HERANWIET AT AT T L — XOKR”, 4R KT FL
REYA T AT+ —T A5, 4 HE,8H 8 H (2013), (KA X —).

BARWE, Uy Z "=y 8T YTy N EHEKE V) a—a
TIR Ty TN DTAX BN T BE— XD A
JVIREEOEN”, 5 62 [mlm g Fatime, @R, 9 4 11 - 13 B (2013), (H
gH).

FRTEN, BRI, BHEETT, TR Z, “Gd,Si0s A& fb DAL 7 Z
AERR, FIMBART T v 7 AREMIRES, B, 12 4 11 - 12
H (2014), (R 2 % —).

BAPUE, BEELT, ILARRIA, Y, WK, “A Y R—F ALY
7 FHEER Pt oD &k & PROX SOSABER M, R EHEN 25 1 3 1 (0]
KRS, M, 3 H 4 H -6 H (2015), (R A X —).

KIIAZRICEHT D REKTH D,

88



A

AW OFATICHT- 0 | BREKE A (i ERKFERIA DA S 4 2
RETLFENER~T U TNV LEHR/AHRRES ) =8 U T HENE
Yo — HdR) [IIFRIEEN SR DT THRE A o T, HFERE A~ O E R
RSN Z T, BHOSERZOOMENME O LMK LEBEE T
Solz, THREE IEREICEROEEZERT S,

A L DEIEZ LT E I oo FIRBTREAE  (BINK P Sirik@mt & i 7o it
BREE « RV —APE RS BiR) . TR —AE R KR e
FHARFgea 2u%) . AT HEMEECEE (BB R R LEisefi~7 V) 7LV T
PRI AR . PO SE AR (4 R R TSR A T R
(TR JEHH L BT 5,

EFEATRAE (B - EMRF IS @l S AT JEREER BT « = 1L X — M BHR 2

JUAT WEEIR) 1213, H & ORFJEZIT, MR CTOIFEENCH T2V iV siE &
EWIETZE, 2O ERVWEHOKFHEL T o iXWTh b, ZHE L ZHEICE
<HILE L T 5,

TITAY = VT T T Ry B (AEMEE AR EEAN R M 326
WFER) (IR E 22 DD BN 00T FIEICE L T THREW 2720
2o B L ETS, U AALy ~LFA (BERKETEMER~T U T
WVH THEW/ A RS 7 — e Y 7 ¢ B v % — 50 (I35
FROMWSEICTE R THEE W0, B L LT 5, VyaF 77 =
v b T YTy Mk (TR RTARRESANERAE R TR 1T, &
MEHZER T 20198 b By 7 TRIC ZHRE 2 W2 Wie, Bl L BT 5, REF
Bk (BEEBKFELENER~T ) 7TV TREL /A HBERY: 7Y —
U T Ol X — B IIE, KR EEED DI hH o THAD D
BE ZHRE A2 W20\, £ H & OFFEE TOEENI R LB I ZHE 20
Tei2Wie, B L BT D, KRSEEkd (B iTB KPR SAGEHNE R
B0 (T 0 FAPEHROR LI B9 2 AU THRIC THRE N o 72 T, Y

89



HL R %,
PR PR E A B TR0 R BUS T 1) 52T S8 7V — T FR BRAIF JE 28 D AR DAFLE DS
Hx DIEBORE AL 72 o722 &2 Z ZIZRE L, B L B 5,

90



