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HHPW)E E¥ 4] A= 32 242 Si0, MCM-41, MCM-489] A5 59 A4LE 2estd 2T X-4 J854, 2

2HEy P 24 d27) FEE FAA of BASve E4L 2ABYT R% NMRY 2H2EEH HPW7 9Aotel A A7)

ZE FASHEN 4L G ¢ AT MCM-419) A9l 35 wt %, MCM-489] A%ole 66 wt %2 BAAZ A= X-4 e

HPW 318 937} e ko, o|¢t 22 54& $5)4 HPW7F 284 o} 3182 ¢ 4 13lth D, bis, tri-pentaerythritol?] 7H:8%
= & Fv) 24& 258om HPW, HPW/SIORth HPW/MCM-41, 489] Zvf &40] o $431%4th

Abstract: Heteropoly acid(HPW) catalysts supported on three different carriers, an amorphous silica, MCM-41 and MCM-48, with different loadings
and calcination temperatures have been prepared and characterized by X-ray diffraction, nitrogen physorption, infrared spectroscopy, and *'P magic
angle spinning NMR. From the result of IR and NMR, it was shown that HPW retains the Keggin structure on the supported catalysts. No HPW
crystal phase was developed even at HPW loadings as high as 35 wt % on the MCM-41 and 65 wt % MCM-48. Thus, HPW appeared to form
finely dispersed species. In the hydrolysis reaction of di, bis, tri-pentaerythritol, HPW/MCM-41, 48 exhibited higher catalytic activity than HPW/
SiO2 or HPW.
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MCM-41, 8 dlz¥e2 4 4 Si0d] B4 sz Eejite] 54 4 =03 84 1021

Z2 Y wgd AFAHeR AMgH 21 gler[13], MCM-41
g4 A7 gAZWY] A dAR7INEE Eid 0y 8
o] &8 Aoz dFH vk ArH14L
=zoMe FEHZENS A2 EHF o] Y& 3FFY
g el FAAZ F FAGY 2Lz G Eu)
g olry] YA 4t Fuf AAFE WS FP
ZAFIA . S 2 FEAHHPW)S HiPW1Oy + 18HO(TGAE
A &g, We i WHErE ASSET. HSERE
(5) Atk atol A A 2% mono-pentaerythritol(95.24%) 3 o]<] A
Z HAoA ZAER QA di, bis, tri-pentaerythritol2 ] Fo]
A EFEL A2 olE di bis, tri-pentaerythritol®] 7FE
& g BHA E B3 8o B% ©)4Y LEE mono-
pentaerythritol & 9322} 31t} Mono-pentaerythritole A% 4
789} hydroxy groupg 2t polyols% BlUZE esters T acetals
9 Az 5 o8 Eopo] wEEZ ol&xz vk 8o poly-
ester, alkyd resin, paints § B2 EopilA AHEHE v$ F23%
5222 15859 mono-pentaerythritolg FLoEH AES
I1FIE 5 2WPIAE F1E & Qo) Addn.

off 2 Jfm ntt
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2.1. MCM-419 =

MCM-412 Ryoo 59 &4 39 wgt AzA{15]. 9A
T e} £A4E AxSdHEY A HA £4(8Y DL NS &
17} 057 HEE sodium silicate 4L A2 & B3 wwis}
Aok T AA LA 22 AWFAYAZ 2olE hexadecyltri-
methylammonium chloride(HTAC); 25 wt %, Aldrich) &3 ¢
2yo} £9(28%, Junsei Chem. Co.)& E3 wulsie] LAL A=
gttt &9 18 8 2¢) ArlsiwA AFdA aEAZH o
o, &38d9 EH|E 4Si0;: IHTACI : INa0 : 0.15(NH):0 :
200H001%0th. 1A 5 WEAAZE o gdo] FAA &
Zelzz2¥ 4 9(polypropylene bottle)2 100 TolA 3155t uk
SAAT wgol B9 F Egzagd W ALdx WAzl
30 wt % 24 A7kA EREd pHE 1002 288 F
NaCVHTACIS] £4)7} 30] {28 9$ AUFsAth oA 100 T
A &FFet weAZ ¥ pH 24 FAL 2W o wEs FY
ot olg@A 3t PojRl uA WAHEL FTHF L AL o3
2 AAHE F 100 TAA AzAZAT 28z $iFES ok
ARERHAE AAANZ FIRE &9)) 550 CTAA 1047k 2R
&2 7hdsta 5AI7 B AAE YT

2.2. AIFMCM418] M=

FoM dFF Az PP s 2 F R S4(89 1,
4 2& Az & 18 &9 2o /A F 1IN S 3
3tA WHA F 7]d Al sodium aluminaie £9& #7113
F A2 B¢t o AvAZY UeA 3L goA A3 R
Fdstel, A WA pH 24 Fo] gL ArkakA &gt olFA
A gl HAFHEES SVAIY EvlE 78, 31201t

oot oo

2.3. MCM-482| H=

MCM-48 94 Ryoo 59 &4 el =&l Azstguiiel
MCM-419] Azgysd s g F Ay $4¢ Fusge),
A wA SNEA DE& Na/SiY Eu7l 057 5 sodium
sificate §4& Az&HeH ojn) B & 4L 025N0 :
LOSIOp @ 125H0010 0 F WA SH(§4 2)& AWBYAE &
o]= hexadecyltrimethylammonium bromide(HTABr, Aldrich)S

deed SHRTE 4L £dd g T 2EE SHUA £
Aed olm &9 EH|:= 1HTABr:5EthOH : 140H,0°] Y th.
29 18 &9 20 AvisAA AEsA IRAZ. o W, HF
FE&H9 EulE 14Si0;: 1L.0HTABr : 0.35 NaO : 5.0EthOH :
140H0010th. 1AZF B¢ o THAAFE Fof] £odo] SAAJE
ZzZzzUY ¥HL 100 TAA 4 5 wgA2 F MCM-41%
RN R FEEAE FAANIN A oA ukegds A
oA BZAZ F NaCl/HTABre £H)7} 1o] H:% 948 #7
Sk 1Az B¢ o TR F 100 CTollA 35 &< o W
NAT olFA A dold AAHES L&/t U] Ao =
& ZF5E ARY 3o 100 CAA AZANHAZ &0 FE2HS
B3t AF 2 AZ2F F9 550 T7AA 104z 24 $& 714
33 5A7 B¢ 24 st

-

X o

2.4, X Foje| A=

FHZZEE B8&(999%)9 =2 §9(10 mL, 0.01~01 g
HPW/mL)ol A2 22 Si0; MCM-41, MCM-48¢% #71§ %
FRYZZ AFE AL T A FNE AMEEIA A2dA
20417 B¢t 24 AAT 2HE G2 dolgE duLS AA
3171 A4 60 TAA 6A17 B¢ FEAZT T8la 100 THAA
12A7 B¢ AZNZY HNE 9 FEEZ 9X"d gXEFue
100, 200, 250, 300 TolA 100 mL/min® 2 ZAE Z2FHA 7
ZF 3A7 ok 2AAA

2.6. §M =A

X-A 3AEA L monochromatic Cu Ke radiationg ©]-&3}o]
35 kV, 15 mA ZZ9]A Rigaku D/MAX-IIB diffractometer®
Aqagon 20% 15°00A 40°9 WA 001° tFez g
HAX FF 29EHE ANFEE KBry 4ol #wus Axsiy
FT-IR spectra(Bio-Rad, Digilab Division FTS-165)2 ¥a]%5°] 8
em'Q) 2ANA EAS gstgon, 2AEYE 400~4000 cm’
o]H . ASAP 2400(Micromeritics) 234X E o] &3t 200T ol
A 3AZH 1R F AAAALETTK)ANN R Aae §
4 FeMozRy g4 2 @xZul9 BET EWAF AF=7)
4 AR E Adsgn Ip nALe dxy] FTHE ANRE X
ZzYolz wEA ZE Y3 5-mm MAS trifle probeE A}
434 Bruker DMX-400 FT-NMR 7|72 297 KA £38%
th EAZAL Fo 400 MHz, 3A4£E 10 KHz, pulse width
2 psecolR o™ Pe &34 o5 IM HPO; +49& 71Fo8
St 45 % 242 TA Instruments 2590 TGAE o] &34 2
=7t d¥Hoz Frkste 5 HPW 239 &48 23489
o 29 E 30 TolAM 600 TR 25 A45ES 5 T/min
olgith.

26.8 &

Mono-pentaerythritol®] FAA] @AHE FAE9 di bis, tri-
pentaerythritol2 °]Fo|W EFEEL JI¢E
3t mono-pentaerythritol3HS A} st on,
©]A]& mono-pentaerythritol®] £EE4S FajA
et olE WS EFEY AL ¥7] Y8 WA Dimethyl
formamide(DMF)$}  BSTFA[N,0-Bis(trimethylsilyl) trifluoro
acetamide]®] EFEE %A F gas chromatography[HP 58904,
HP-1 column(Methy! Silicon Gum) 10 mmX053 mmx2.65 ym
film thickness|& F3 ohd Ze ZAdA BNt o)
23} 7% 7)(FID; Flame Ionization Detector)& A}48td 22ex%
€90 CZ FAAZ ¥ 10 T/min®] £5Z 20 T7RA £L4)7|
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Figure 1. XRD patterns: (1) SiOz (2) 25 wt % HPW/SiOs; (3)
45 wt % HPW/SiOx (4) 65 wt % HPW/SiOs.
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gAEHE Zu9 ¢ gelsdA s Eojrte FZuje 4
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1. g§Xl&089) §
3110 X-d 3=
Figures 1, 2, 32 247 &4¢ A9 olg& HP
et GAA FAZw X-H AU S v Eﬂ %?° a4
ott. MCM-41% 48% IfY X-4 Az z2a Jedy,
18], MCM-419] 7% - FAdA dehbe (100), (110), (200),
(210)¢] =j=7t 2«9«] “‘147} 2°904 6° Atololl F3EA el
%, MCM-48 4] X-4 2N Jehdt 5ag 34 gag
T AU HPWS Afoe AR 722 X-4 P44 54
HAE 2] fEd A7t HA%d HPWe 949 537t 8
el & Fojtk Figure 1914 25 wt %2 Sigdl $AAZ
Aol X-A fAoA HPWS SA4u37 yehgon, ©x)gol
F7HE4E Jart d9aA dede AR Bol ¥Amst A
o}x_ A & 5 Aok AT §Y ¥ MCM-4L, 4891 FAA7)
9 X~ 3484 23 Figures 2, 39 H$oE SiOelA
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Figure 2. XRD patterns: (1) HPW; (2) MCM-41; (3) HPW+

MCM-41[15:85(wt) physical mixture; 4) 25 wt % HPW/

MCM-41; (5) 35 wt % HPW/MCM-41; (6) 45 wt % HPW/
MCM-41; (7) 65 wt % HPW/MCM-4L.

HeEsd HPW 149 H3s Yeiux g9t MCM-419 3¢
Az 3B wt %7 EAE AZolE HPW ZAHAE X-A 3
HollA Holz] ¢gkgith, MCM-419] % 45 wt %= BX|AZ A
ol gujstA Jelton MCM-489] AS$dE 66 wt %2 X
A7 790l HPW ZL#9 Fas UrE}Uer FU. I olfE
gAY MCM-41, 489 sie|2Zgato] Balo] & HYoE AL
o gt o3 EA S AAE Lolwr] YsjA HPWS MCM-
41, 48 Z+7Z+e] AE 15:85(wt/w)e HEE EgFoz EFA
2 ¥ X-4 3d93ag 2 HPWY ZA9as & yehges A
& ¢ 7 g 2YRR o|AL HPW/F 949l MCM-419] 35

wt %744, MCM~489] 7Z$-dlE 65 wt %7 & B2k gl
g AL Yehdg,

38 Aeste Aole FEA(Sger 14715 mYgol e
v 8)A MCM-41(Sper 92442 m®/g), MCM-48(Sper 133801 m%/g)
e AdAez o0 mYg oY He EHAL 2 ok E§
HPW BAar]e ¢ 12 ASZH MCM-41(40 A), MCM-48
(3228 A)el & A¥T27IE zHEs EYL W HPW A7
MCM-419] AT ez 44A HTo] spssict. 18y uﬂfoﬂ
HPWel o A3l T @4o] dojubx] a A3 oo 2 &
A E Aol MCM-41, MCM-48 2% =7 2o 65 wt "/ﬂ}x]
RIS A 249 F2E AWM #A8D Aee ¢
F sloh

3.1.2. BET B, N337|, NE5E
Table 1€ AL LE(TK)NAN T3 Az T4 52
o258 AiE 9x2uje] BET THA(Seep) L BF A237]
(Pore dia.), 223 AlE23)(Pore vol)& vehdt), @) go] Z7}
FA7 2% grsE AL & £ Qo sAw
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Figure 3. XRD patterns: (1) MCM-48; (2) HPW+MCM-48[15:
85(wt) physical mixture]; (3) 25 wt % HPW/MCM-48; (4) 45
wt % HPW/MCM-48; (5) 65 wt % HPW/MCM-48.

Table 1. BET Surface Area and Porosity of HPW-supported
Catalysts

Sample Cal. temp. SI%ET Poresvol. Pori: dia.
() (m7g)  (em’/g) (A)
MCM-48 550 1338.01 1.08 32.28
25 wt % HPW/MCM-48 250 103559 0.80 32.02
45 wt % HPW/MCM-48 250 843.96 0.67 31.84
65 wt % HPW/MCM-48 250 692.33 0.54 3141
MCM-41 550 924.42 0.93 40.08

25 wt % HPW/MCM-41 200 765.94 0.72 3833
25 wt % HPW/MCM-41 250 762.24 0.7 3945
25 wt % HPW/MCM-41 300 73194 0.67 37.02
45 wt % HPW/MCM-41 250 610.85 0.58 39.17
65 wt % HPW/MCM-41 250 468.60 046 3824
AIMCM-41(Si/Al = 31.2) 550 836.23 0.86 38.64
550

AIMCM-41(Si/Al = 7.8) 70525 0.65 33.88

Si0z 250 13715 0.73 199.32
25 wt % HPW/SIO2 250 100.66 0.55 18872
45 wt % HPW/SiO; 20 85.29 043 180.88
65 wt % HPW/SIO: 250 7172 0.37 17451

MCM-41, MCM-489} 4% TAE
o #4E Agarie A% gAY a9z
o 25 wt %2 BAAN F FAZHE 250 wety 24 g
W 24d2xrh 250 TY of HERH, ATES ¢ ATt
#E ZEE Boln At o= HPWY €3 BA4L E3q9
AN EEATE MR A Aste 244 TolM 93] glol
P ST o9k o] E£E F7to] m} HPWe| &
Fubdugoss Wyl e Aor oA,

A BeE 7]
HPWE MCM-41

24 -
22_‘- 1
20;
18:
16—-
14-~
12-

10 S

Pore Volume, dV/dlogD, cm®/giA
N

T
10 20

R A
0 - . = ; - - \

30 40 50
Pore Diameter, (A)

Figure 4. Pore size distribution: (1) MCM-41; (2) 65 wt %
HPW/MCM-41 calculated from N2 adsorption isotherm.

HPW 24 ¥ A3 722 &8s 249 & A 57
e FHAS e B¢ EAAFeEAN mHY EFse
Y & F7heA "ok 1 An BHEEe] W guAs #d
& Ae2rE #e ZA EAste A 287 A9 1
713 % BolAA 2 Aotk AT 2A4LE 300 TR B 74
$ole BET EHA(Sger) 2 Bt AT Z7|(Pore dia.), 283 A

TR (Pore vol)7} Zadgoh @AEu ATar] EEE
Figures 4, 50 A4t o2 Z8)4 MCM-41, 480 2A 3
ZIdoly & BEE w43 AFAIE ASHA fAd0E AL

% 4 g

3.1.3. HejM B4 A”EH

&5 HPWS 2255 2 24exs) 949 279 o
HPWE @AAZ 22 &vle] HoM F5 29
7,8, 9o YERCh 43 HPWY 2HEPL 7|&d Bud
T8H vus] EYS o & dAFdGE AL & £ ¢
AZuE AH F4 As
1083(P-O in the central tetrahedra), 981(terminal W=0), 181
897, 800(W-O-W) cm ' 314 HPWS 928 3 5 99
o GAF et FoA A Ha7t FalahA Uehge

Figures 6, 7= HPW/MCM-41, 48& vebd 1dojt} oA
ALt 71252 HPWY 9371 0¢ Al Jehgon,
X-A Fgddgdoz vehta god HPWe ZAE gogoz
A EA GelM HPWZE EAlsta goke AMdS 83 4 99

FAAZ A= A9siA dEstth Figure 82 HPWY 52
25 wt %2 4R FedA 2A FFHo wa ygdd 1yl
% A7l A% 8I7(W-0-W) cm o #)2sts 937} Sig M=
AEA dEhtAR MCM 41, 489) A$ole 2 uehia et
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Figure 5. Pore size distribution: (1) MCM-48;, (2) 65 wt %
HPW/MCM-48 calculated from N adsorption isotherm.
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Figure 6. FT-IR spectra: (1) HPW; (2) MCM-41; (3) 25 wt %
HPW/MCM-41; (4) 35 wt % HPW/MCM-41; (5) 45 wt % HPW/
MCM-41; (6) 65 wt % HPW/MCM-41.

ool FZE o2 HANRE A$ X-4 AA"gH

HPW/SiO7 HPW/MCM-41, 489) Hl3iA EA=7 gojxle A
€ oF BgEd of7]d Rol: Figure 82 ol wrigwt

THSE, A 104 A 7 3, 199

N

- o] 4Rl - o]y
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%%g
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Figure 7. FT-IR spectra: (1) HPW,; (2) MCM-48; (3) 25 wt %

HPW/MCM-48; (4) 45 wt % HPW/MCM-48; (5) 65 wt % HPW/

MCM-48.

Transmitance
? |

1400 1 2I00 1 0,00 860 6(;0 l 4(I)0
Wavenumber c¢m’™

Figure 8. FT-IR spectra: (1) 25 wt % HPW/SiOy (2) 25 wt %
HPW/MCM-41; (3) 25 wt % HPW/MCM-48.

@ Aszgn MZ49d Figure 95 AAL2%d welx @il
MCM-41¢tdl EA3t= HPWS ZHE golry] 98 Ay, &
AXE 300 Coll o|277kx] HPWY AeE Hslr] ¥Le Hol
a Qleh



MCM-41, 48 Wz 222 24 B SiOel B dejzEeits] 54 4 03 24 1025

Transmitance

1400 1200 1000 800 600 42)0
Wavenumber cm’

Figure 9. FT-IR spectra of 25 wt % HPW/MCM-41: (1) 100

T; (2) 200 C; (3) 250 C; (4) 300 C.

-15.0ppm

I T T T T T T T T T 1
-10 -12 -14 -16 -18 -20

Chemical Shift/ppm
Figure 10. P MAS NMR spectra: (1) HPW; (2) 25 wt
HPW/MCM-48, (3) 465 wt % HPW/MCM-48; (4) 65 wt
HPW/MCM-48.

X X

3.1.4. *'P DxAtel sixty] 2y

Ip nAAE Ay FHS HPWY A2 Loprd dg 2
ol Wyo|tH20]. &3 HPWY 37 33 ~dEFL J|&
o 9 F s glon o F FHA g A Ho Y=
HPW AEl2 & 4 tH21,22]. Figure 10914 Ade] 29 &

Chemical Shift/ppm

Figure 11. ¥P MAS NMR spectra: (1) 25 wt % HPW/
MCM-41; (2) 45 wt % HPW/MCM-4L.

3 HPWe 2HEZHL -15 ppm o2 7]&9 A& (-154 ppm)%}
ZALE gk 2ET23] o) HPWA Bold: 59 &3 wa
A 39 38y o|F(-150~-158 ppm)e] Yolg & goH
linewidth7} 22 2 4 9oz Bug v ¢IcH18]. Figure 10, 11
A &5 HPWS 2A5xd w2 gA&ve 2H9EH S B
¥ MCM-4], 48 EF 3327t F AZ YHA e RS ¢
F 9k R WA I3+ -151 ppmeE &5F HPWS 939
TYA vehde AR Bol AT B B4 Tz
FAETE A& 98 + Ak

¥ W4 I3E -142 ppmeE HPWE MCM-419] @A8t=
#Aol A HPWol Bold H'ol&o] gA9 Edo| £43H= OH
712 Aozt delux EWe EAde OH/Y 2L A
Si-OH; 71& BAsAA EHe $AsE uA 9o 233 go}
A [PWpOwl’ Lol 23 Fd713e Adez Nz AL A4
(SiOHy)" (HoPW120s0) 7 BAH 3 ol &) -14.2 ppmol ¥=7}
Yehtes Aoz 43A JoH19,22,24). dHA5t Figure 129 HPW/
Si0; A5 &9 F$-9 28 HPWY 3 =(-152 ppm)gte] W
Bue AE & 5 vk 2AFue B4 HPWY $ixo) Hl#A
LEEOE R o]FH AL & F Jvd AL HAS HPW
oe] g ofg o= Agd

3.2. §X|E0le] Zojx 4

Table 2 BAEWY Fojz &4< vepdch Di bis, tri-
pentaerythritol®] 7heE8 W32 FdHA HPW/F dutxoz
ole #7145 (HS0, HPONET Eold 840 $58 RE &
F %tk HPW/MCM-4], 48 =% HPW/SiO\t HPW 2 Al X
FAE Fijz Me B4R 293 g4o) Hojton dxFE
7b FHESFE 58t HPW ARz wAE Fzols E4st
T A = A2 HdA We Z93E 2 MCMA4), 8
of BAAFoZA FAZ Eshs A £ oo wet
4S5 S7HHl Ao 25 igEe] W IWAY d9d AFa
71& Ze gAd 45k Add A2 499 2 7)3x B
obx7] wEojztn Fzdh
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Table 2. Conversion(%) of Mono-pentaerythritol at 100 T on
Various Supported Catalysts

Acid catalyst g acid/g penta. Mono- Di- Bis- Tri- Others
Raw pentaerythritol %24 1% 232 026 022
Blank(non catalyst) 9.19 19% 221 025 04
HoS04 006 9775 111 075 013 026
HiSiW1040 006 9827 08 058 0 03
HsPOq 006 9847 089 041 0 023
H3PWi04 006 9859 077 039 0 025
Si0z %42 194 222 018 024

2 wt % HPW/SiOy, 250 C 002 9758 097 081 019 045
45 wt % HPW/SiO,, 250 C 003 978 089 062 024 039
65 wt % HPW/SiO;, 250 C 004 9801 087 053 015 04
65 wt % HPW/SiOn(recovered) 004 9574 193 188 022 023

MCM-41 %91 188 168 018 035
A-MCMA41(Si/Al = 31.2) %88 157 09 016 049
Al-MCMA41(Si/Al = 7.8) 954 133 066 009 038

2 wt % HPW/MCM4L, 250 € 002 931 09% 035 01 028
25 wt % HPW/MCM4L 300 T 002 9751 132 072 013 032
45 wt % HPW/MCM41, 250 T 003 987 05 041 0 034
65 wt % HPW/MCM41, 250 T 004 9908 035 018 0 039

65 wt % HPW/MCMA4l 004 951 18 122 019 024
(recovered)
MCM-48 9.33 181 134 016 036

2 wt % HPW/MCM48, 250 T 002 9857 072 043 0 04

45 wt % HPW/MCM48 250 T 003 9877 048 046 0 049

65 wt % HPW/MCM48, 250 T 004 9911 029 022 0 038

65 wt % HPW/MCM-48 004 9666 181 113 020 02
(recovered)

1~5 m%/ge ¥HAF o}F AL ok AHL zZ= HPWE
< ¥UAI YT AFAVIE 2 MCM-4le 2AXNAL A
NH;-TPDE %84 HPW RA R Ado] o Z7lsi¢da B
v QITH25]L o9 2e S48 2y GHdE BFsln B
ZWE A thA AHEE A Table 2004 & § d%e] &
W @g0] Hgol HaA gojch a2lm 2L %9 HPWE B
A A2 MCM-41, 489 wlaiA Si0e] A9l 4ol © Hojg
t oole BAEHY 3 7z F FWd £A5E OH/EY
T3l Hgol dEM F9ES v Aoz A7 P mAAy
A7) FHE TN & F AR S S HPWS AR
T AT ZUHA EA3= OH7IE0] MCM-41, 48] Hla)A Arth
Aoz Ay a2 A AR FF AA/HA Ao 9
X Aol FHol & Futel ¢17] W Si0e A o ge
@o] WrEFo EalEA Uk Aoz AzHET.

2ekd e g9xZde 7 @42 By e gL
AN Btel® A42%0 matd zol2 vehigth 300 C
%250 CAA 24& AAE 4% $58929 30 TR 24
A A 63 #40] g oAk 1 olf: B
3] FEol e 24 ¥ FHHY ZaE s
4 JES 4+ e 717 2BV BEo2 AgEY,

rir
T
=
10
ne
o 2 o frouf

12-Y 2EQMHHPWR00) S 3749 M2 2 94, Sio, 2
MCM-413+ MCM-489 22t &) A7) 4%, 2A8 o] wala
EdF #do] e AL € 5 AUt ZE R PR

s, A104 A7 F, 199

-15.3ppm

Chemical Shift/ppm

Figure 12. P MAS NMR spectra: (1) 25 wt % HPW/SiOz; (2)
45 wt % HPW/ SiOy.

T A4 ZY7]9A 250 T2 24 ANAL 49 =28 4o &
T Aoz vEht T3 2L gxZdx st MCM-4,
48 BEF YW gudy 498 AT E Y|t 5 wt %
HPW/MCM-41, 483 HPW/Si0;& A vus] 2$e w HPW
7} MCM-41, 489 &4 HAUE A2 Si0el 23 =9 3
+ HPW7F B34 2AAE FAetes v 8ol O & Az Y
Btk 23 HPWE 224 A2 £ d& Aol #HHY 423
718 Zor ge gddS e vz¥gys 239 FHolgu
AZtEth. HPWE R0 x4 Fox ADTZE a2 $
et HPW/MCM-41, 48¢] 7<% di, bis, tri-pentaerythritol®)
Ztred whge] dutdez polE Tr|atel £4:% HPWS
ZA$EY FL 203 F4L BT 1~5 mYee WA ofF
AE ¢ H4EE 2= HPWO vajA Qe Iudn 793 4
F3718 Z+= HPW/MCM-4L, 488 A|L8o]E YU betaB &
$E9 BRI/ UF AN 8876 dJdgd S8 3%
B9 4 Zujub3o] 488 Aoz Az
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