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Heterogeneous Catalysis in Practice, McGraw-Hill Book Company, New York, 1980, pp.106-114)°l 7| A% 21<&
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A S1% 4 9lek,
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A Al E, A4 v At HEf=AYAE, o& 4, HE AgZeto] E-1(TS-1), gg A Ze

-2(TS- 2 ), Elel=a g Al o] E WENTi-HlE}D), el =2 g Alo] E ZSM-12(Ti-ZSM-12) % EJe} =2 & A o] E ZSM-
48(Ti-ZSM-48), ¥ Fth34 Elef = g Aol E(d]: Ti-MCM-41)& X33},

TS-19] 7]& x5 2700 45 A48 b A9 47 549 10-3 71 &3 23k 10-8 7152 F 1071 ¢]
APEA(SI044- 2 TiO44-) 255 FA ot gt Aejzdeto] E 9 o] o] 54 % <] XRD &1 —”E:?JOHH SR S ]

v = 53] 414,410,501% 00 71& 5o § rJr TS-1& a8 o= 798 4 AARE w5 53] #14,410,5015.¢ 7121 € %
e wet G = vk e A2 (ElA FxE AEH) A GEE Al Tuel, Zeolites, 1996, 16, 108-117;
by S. Gontier and A. Tuel, Zeolites, 1996, 16, 184-195; by A. Tuel and Y. Ben Taarit in Zeolites, 1993, 13, 357-
364; by A. Tuel, Y. Ben Taarit and C. Naccache in Zeolites, 1993, 13, 454-461; by A. Tuel and Y. Ben Taarit in
Zeolites, 1994, 14, 272-281; and by A. Tuel and Y. Ben Taarit in Microporous Materials, 1993, 1, 179-189)9l 7]
=50 2

I~

TS-29] 71% T2 1709] 33H9 10-8 mAlch3 4 A 288 Zehateh, TS-2 (ol A 2z Q1 85) Ba(h=: ).
Sudhakar Reddy and R. Kumar, Zeohtes, 1992, 12, 95-100; by J. Sudhakar Reddy and R. Kumar, Journal of
Catalysis, 1991, 130, 440-446; and by A. Tuel and Y. Ben Taarit, Applied Catal. A, General, 1993, 102, 69-77)l|
718 gRioll ofel g 4=

Ti-wete] 713 73+ 2709 A2 AA9 12-39] tjeh4] % P A7 ok 7AL] 7] FE L ElE A g A o E
HErY] 2 A EYoA xR gd FHGZ: PCT F/EsHAA AIWO 94/02245%.(1994); M. A.
Camblor, A. Corma, and J. H. Perez—-Pariente, Zeolites, 1998, 13, 82-87; and M. S. Rigutto, R. de Ruiter, J. P. M.
Niederer, and H. van Bekkum Stud. Surf. Sci. Cat., 1994, 84, 2245-2251)0l 7]z} = o] gt}
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Ti-ZSM-129¢] 7] & %+ Edo| A Fx=2 <189 F3 (2 S. Gontier and A. Tuel, ibid.)dll 7] A% vpe} 7o), 24
7F5.6X7.7AQ 1709 12 12-3F |4 A| =¥l S ¥ 3H3)

o

Ti-ZSM-489] 7] & &+ (=2 R. Szostak, Handbook of Molecular Sieves, Chapman & Hall, New York,
1992, p, 551-553)°ll 7] A H wle} 2Fo], X427} 5.3%5.6 Al 12+¢) 10-8F A'd A|2~81& F 3o} Ti-ZSM-48<] A
9 EAM 3 7E FA & S £33} (F%: C. B. Dartt, C. B. Khouw, H. X. Li, and M. E. Davis, Microporous
Materials, 1994, 2, 425-437; and A. Tuel and Y. Ben Taarit, Zeolites, 1996, 15, 164-170). A7] A 3= ZIx 73
< Eo A xR &

Ti-MCM-412 &F7| 2] 70| E MCM-41¢l] that oA 2 T olvh. MCM-419] AE-E 47 W97} oF 28 ]
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514.5nm, 532nm /XX 785nmell 4] o 7] A (excitation line)= zZtal, AMZo A A o] # A& o] oF 90 XA
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w2 vE AAe g nefdte] Frte WulstA d Holv, Faf e 2 el 8RS E5EHA dAlske = A
ojth. & Wy o] thE Fefi= el )AE vpop 22 o] 7k WAM B o] A aefste] Faf 7] Eoke] ¥t
oA e d Aot de] WA HA v, BE HE (%)L B%E Vo Avdy

_11_
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Al

Si/Ti7} 10091 gt Aejzhefol E TS-19] A=

HEZE o2 EA T ]E(Fisher TEOS, 832.5g)2 A#sle] 4050] ~Hd A~ 7 o] A Y1, A4 7|22 30%
Sk AEZ A AT e n-F-EAo] = [DuPont, Ti(O-n-Bw4]E FAV|Z25E AgA0E £o0 7 ¢ o]— D} TEOS
A 7he Elg n- -‘%EAMEA TS ApolE sk, 14.07go| AT FrE g A 8-oo] FAF AT &NE TFEstar

A2 sol A 3217 B MUA AT 2EE 50T 130T AskA AT o]0}, §o12 W ol A YA AT

HEgZ 2GR 3Fo] =5 ALo] =(TPAOH, 710.75¢)2] 405 %% & NS AFste] Zld gl Yol €1, o] ] vl &
T3 )] &0 QXA AT TPAOHE W&l = unkr] o <3| ﬁ%o}ﬂl ﬂPo}UW Wzt¥l TEOS & o] ﬂﬂ 3T
TPAOH®] wto] H7te 5 TEOS & 9-& EFH 34 i sFE ATt 5 ulol] &4 hd3d] s A=At o] A|-oA 1
W2 TPAOHE #H7tstar, AL 2~ EH 2 24A17] th, A adkslgln), o] 242(354g) & H7lstal, §9& A0
2 7F2AIF T BAIZE - A= g B e E AL, SR o]l 2 (708g)E H7FsA . whA) Al A ww 6}04 ol

3t m A% 855K = Esh gun aw AL =3

9Hd AL 178 E2(3.7850) 9] ~H[dd 2~ LEZH B &o X1 U5t SEFYO|HE 120CE 74 o5 A
2HH 0 2 160TCE 71gshd, o] 55 69 ¢ AR vHE7] WEES SAlo wytelgith vkg drjd, L EZ Y
o8B g WA 7 AL frul A HEr S 3]l Qlth A E 3] Gekar, M F S the, YAl shar, golFrol Al HEEA F T
VAL o Fshar, Ao A=A v, 550CE A A3] 7FdskaL, ouf 8AIZF F <t st Al H o AL A= XRDO 2] 3

ZA3ke], NFI 25 2t o2 S E Q). ghut ~gdEg o2 ojuf st A4 A el o} uha] 2] %] ¢t} Si/Ti ¢
2 ¥ X-A FFXRE) o8 S7431e], 10022 W3] A et Ae] el E 455 106g.

Al 1: A ZA st Suf o] Al

Aol 71eH nke} o] Az, Si/Ti YA 17} 1009 €l gk A Zelo] E TS-1(10.042¢)S FZ 2 T4k
HAuCI4?3H20(& 50m % 2] 0.4829¢g)9] #%%ﬂ o] H7tslg ). B ERS Hrtelo 2 pHE 7 X 82 243514
ok pH7} 7 W] 80] & wi7hA] e EFS H7bebdA] Aibek a5 Mg(NO3)2?6H20(1.97g)E H7Hskelth. AFE-H
AU EF O 52 0.62g0|th E3ES WA wkeklnh, a4 AP ES o Fetal, YA I E E 150m=E 33] Al F
SHRITE F8 FE Al AE 100TA A 2A12F Bt AZRAIZ T A=A ILA S 8AIk A% 400C 2 7FE 8 th
400°Col A 5AIZE 5 F7] Fol A st A TS-1 49 55 Essts A8 SulE #5300, 42 &4 24
(NAA)O 9&ff 49 Zu) =4S Au, 1.07%, Si 41.0%, Ti 0.77%, Mg 0.21% 2 Na 0.31%(F %) o)At} Bt & ¢
Ak 2715 TEMe 98l Z738te], 35A ] At}

A 2: e AN Zmdd SApo]= = o] 4hs}

Al 19] o] £33} HulE Z2Adlo] A Z2dH
2, A Z22ddl f5 0% 10ce 24 4 ?ié%
1,800hr-1olth FF2=EH 24L& F4

9 A FY e AEB 0 AMEE T, 4

SA MEEJ A 4:&}124011*1 Al sttt E(5c0)E AF, 4t
% F-S- 7ol 7FE A AT F 52 150ce/min(3E+= GHSV

2 10.5%, == 53. 6%, Zroj ko] A Fo|uTh 2, Aba

7} 20H2/80He(v/v) E3HE = &3l t&E 2 7] gtela, vk

5.0%,
Bt %%

-2}9l 714 & n}E 718 Z(Chrompack '™ Poraplot™ S column,
o},

&7] L322 50 WA 165 M S-S =
26m)F AHE3tel BH 5, A3E E 19 Lehngl
[¥ 1]
TS-1(Si/Ti=100) 2] #& AH43 Z2BAPP)AAN Z2D e S0 =(P0)Z ] H4 Asha
e REE
AI2H(h) T(C) PP(;;E PO(;f) H20/P0
0.5 50 0.008 57.1 -
1 50 0.019 84.8 -
3 50 0.064 9.8 -
7 50 0.123 9.3 5.59
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11 50 0.164 99.3 2.85
14 50 0.160 99.0 2.88
19.5 60 0.211 98.8 3.40
22 70 0.287 98.3 4.06
24 80 0.366 97.6 4.67
40 80 0.200 97.5 5.26
60 90 0.180 96.1 7.74
73 110 0.264 91.8 12.20
1190 110 0.128 95.0 8.32
140 120 0.108 93.5 8.85
176¢ 150 0.289 88.2 20.50
208 165 0.423 84.6 18.00
258 165 0.444 86.0 13.17
275 165 0.446 85.5 15.27

a. QSAEE'(E%)I H2 5.0%, 02 10.5%, Z2&¢dl 53.6%, & &8
= 2F 150cc/min, CHOIE.

b. 20l 119A12F0 M 300cc/mine &
c. 70l 176AI12tAHIA 400cc/min2 2

b
b

= =Y
s =P

oA T2 d g SAlo]| =2 9] 21 ksl E
of g ASELS 110TA] 0.20%°]t}. =

N2
~
- )
lal
E
N
r o
S
ro,
=
‘P
o,
o,
it
)
=
I
=
oy
[o
3
o
_0|L
rr
BN
o,
ofN g
flo
(&l
=

Aokl 4 Sl A2 o A AHE L Bl e
2UA Aol o) o g A 99% Eh] o2

Si/Tiz} 271 ek Aejzhefo]l E TS-19] A%

HEzgtod o 2 EA Al o] E(Fisher TEOS, 1250g)& Al@ste] 3tEo] Adlintolo] Fep = & Wi A4 7[H = 30
= Fot ’é}f{/\]ﬁ‘jr Bl n-F-EA}o] = [Dupont, Ti(O-n-Bw4, 51.2g]E 24 3s}A 2HkA 7| H A FAL | 25 TEOS
&of =Y EE AT E 50T & 1A A7), 1A17F 59F uwkslar, A4 =9} &7 oF 60137 &< WA A5

TE.\

HEgIZZ R dto] =2 Alo] =(Sachem TPAOH, 1069.7g)9] 405 %% 48NS 2¢5 0] Hlo] A &9 go] &4
(540g)°ﬂ H7bsbar, W&o A WA A th TEOS B¢t H S-0f A %ﬂA]f’ﬂE} £ 5 10T v|vto = YZtAl 7= 4
< TEOS £9<& gﬂ%aﬂz WHE7) 7} A2 405 0] 2 Qe A v o] AR o] A F th. TPAOH €4S A7} 2w 7] &
Ab-g-3}od X*ﬂo}‘ziﬂr A 7b = AR el A A ehas o] Tk kA A A AT

4 AE A8 AHSAE S Y QR geloln Sol 23 WS SEFHo|NE 1000 24 B I v,
40T 2417 59k 7483, 160T 2 62 53t 7hdaiiey, w87] 882 FAlo) auta AT, vg Bule] o =2
OB & W7HA 7] 3 fu A AEFOS S| akch, A S B)shan, AH AL, A BelshaL, ol ol A WEA R A

o,

#52] pH7} 9 H Yk w7k A% & 38 W sgiTh A S 65Tel A WAl AZAA WA Ao 2E FAF, o] F 20
w4 X H(mesh sieve)E& S =H F5A0. A E 8A7 ] A A 500CE 7FE )AL 2417 5F F7] Sl Al 3FaA|

Zth LA S XRDel| o8] MFI 735 2t gelstqicth. et 2 E- LS o 34 ol EetobE vehll Ach(E ekl
AA Tl °F 50%). Si/Ti 42k W= XRFel| ©]3) 272 SAHHUA. #5%: 175.5¢

A 3(a) B 3(b): TN e A SAto|=w o] bt g Ao A o] Zwje] A% B HL

2] ZuiE S Zo] Alxa gt FEE A4S =(50g)el &l A Z T ol A Al xgt, Si/TivF 2791 TS-15 wyt
SHA] &l H7tstith AE 3(a)dl AU EFES H7Eekglth A& 3(b)oll AU ER 9 dAte 2H5-& 7tk
EAES 1AIZE 5 wRESESI T, EWUrE Fo 717 &3l HUbete] pHE 7.0 WA 7.6 2.2 43 qlt). §9&

O/\]ﬂ‘ Zol wukala, Qe 4 M EH O 2 pHE A 243t EES v el uA = 2 AEan
B of}slar, B2 33 AH hﬂr(m AMAF 150ce). LA Z 110ToANA 1A17F B¢ 37) FolA AZFAZ) 3, 7PEA ¥4
o] & ARE B sl o} F7] Fd 120CA A 3A 7+ B9 3t AA AT, LA E 400CE 8217 A A 7FE A 400C
A BAIZE EF T A AT LA E 350TC 2 1417 5t WA 7 v A2 o2 YZA|A TS-10 A A8 & sk
Sl & TS5 AFSE = Al A 2 Zb7te] Fufjof tgte] 7] FH o] Q)

_13_
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AAe 3(a): ER2EZFA0.217g, TS-1 10.040g, BAHHEF 0.218g

AAld 3(b): 2254 0.134g, TS-1 5.054g, AAk 2F 1.048g,

e E S 0.596g

& 17ke) B 715 3500 3ol E1SH] 0401, 0l 3000 Blshel 35A0ISIeF. AHE e - @ ool sk of
0.7 %%l AtE 7+ 4 o =2/ XRF4| 93] 54 0}04 6.5 F %At TEM<S 384 a-c =28 92 % A7+
Ewe] 44 EEE F % o 28 A48 ey,

= A Ao 200 7] E vkel A W o2 T2 g oA 2 gl SAlo]| =2 9] Ahslo| A HTtste] AuE % 29
LHERU AT
[¥ 2]
Au/TS-1 Ff oA o] Z2d o)A 3= é%aﬂl SAfo] =2 0] 214 4hsla
=5 . AEZ0AL AlZ Dol MEE PO HEHE
A =7 T(T) (hr) (=%) (2%)
3(a) Na 70 15 0.09 97.5
” ” 110 18 0.25 95.6
140 130 0.40 92.0
3(b) Na, Er 70 15 0.15 98.2
" " 110 18 0.44 96.7
140b 130 0.45 92.0
Q. 22 AEZ(2%): H2 10%, 02 10%, Z2Zal 30%, &9 8,
S 150cc/min, CHO12, =0H 3(a) 10cc, =0H 3(b ) 5¢ce.
b. &2 140CUH A 200cc/min@Z S},
& Sl B T2l A Z2 g SAlo| =R o] A 4kt E FHulstittes AS 4 5 Aok sUd 2 23kl A
A Ald 3(a)E AAlel 3(b)e} v als)]E o, Oﬂaﬂ SRAE et Fu7t e o2 sds dYEollA Hd3Eo] 4
FUE AS & 5 Ak AA o 3(h)ell A AEES 96.7%2] T2 SALo]=of o3k A Eo| A 0.44%9] o] T},

AR 4: QAE Z=u] o] 57}

2 Ald] 3(a) 2 3(b)2] AFEH SHuE vhS 7] ZHE A A, 400C2] F7] QB Fofl ¥ar, F 247 FoF 30% v} L
WA A QAR Zuj S 580 F 3, *a Alel 3(a)-1 2 3(b)-10l] Lebd nfe} o] T2 H oA T2 H KA =2 9]
A3t A A FrlelAh SulE AFE £ 10% AFA Foll A 220TColA A2 A7 T 130C = YZAA, & 3, A

Ald 3(a)-2 2 3(b)-20l LEFH

3 AN e 130T E YZHAA
5349 Sl E A A/DFE EFE Foll A vl 385TC=E 7}
A 7tskel o

H’Jr ol Akst g Aol A ekl SiE FE £ 10% A Soll A 250T ol A A
3 3, Al 3(a)-3 B 3(b)-30°ll WEbd upel gho], 2ksh FA oA Hrleit ol =
datar, i 3, AAlel 3(b)—-40] YR nie} o] 4ks} & A o

[¥ 3]
TN A L2 A SAel=Re) A4 datp gl Age Sl Aga
Do Mets REE
ALAIOf 2%(7C) AEZNAL AlZHh) (=) = PO(%%)E
3(a)-1 110 2 0.18 91
' 110 8 0.16 93

_14_
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110 12 0.15 93
" 130 24 0.20 92
3(a)-2 130 4 0.20 94
3(a)-3 130 4 0.24 90
3(b)-1 110 2 0.58 97
" 110 8 0.30 97
" 110 12 0.22 97
" 130 24 0.27 96
3(b)-2 130 4 0.28 95
3(b)-3 130 4 0.26 89
3(b)-4 130 0.5 0.83 90
" 130 3.5 0.53 92
" 130 8 0.46 93

. SSAEE(S8%): H2 10%, 02 10%, Z2Z8 30%, & EE,

=2F 150cc/min, CHOIL.

of| A=
=y

, 43] o3t E AABH Fuj7t & TR

%3
A<
T

;O

AAef 5: ol A% 9o F A3} & A

TS-1(Si/Ti=27) 2] &<
o7 A=A}

Ty

371 (A, B, OF %

A SAtol= e gl A A

40

ded

B4 A% A etk

S ol
‘]E

A ] & A-gare] AAle) 13} A

[¥ 4]
Zul) Azl o) st A A o] &
HI Alg) B(g) C(g)
HAUCI , - 310 0.1056 0.2089 0.4483
TS-1(Si/Ti=27) 10.00 10.00 10.01
NO,), - 6H,0 2.00 2.00 2.00
Na,CO, 0.18 0.38 0.56

i A, B R CE AAld 2004 9f o] 2zl A4 hslgrgol A griste] 232 & 5ol e AT

[¥ 5]
Au/TS-1 Fvl| & AR e gddlo] 24 AHs)
=0H T2L MEE(2%) PO JEHE(2%)
A8 0.09 95.2
g2 0.15 92.9
ca 0.19 9.7
cb 0.87 92.0
a. =0H(5cc), 2SAEE(S%): H2 10%, 02 10%, T2Z 2 30%, X9 deF,
110°C, CHolR, S 250cc/min.
b. =0H(8cc)(375TCTH A 3AI2H SOt 2| SOUIAM GHAAIR),
22 AEZ(2S%): H2 6.5%, 02 6.5%, T2 Eal 35%, X EE,




%53 10-0512672

|90°C, 185psia(1276kPa), £ &F 943cc/min.

F5ME, AT 25, b D FRAA, 7hFE Fol Skl whel, Ao AREE FrHdE 22 ek
A etH o] F713k)  aade] Astgo] HA e 2/FHTHE 2 wek oF 5= ot MEES e A 27
st 90% Z 3ol A Aol AABA FE3 ).

A A el 6(a=i)

1070 9] = o3 o] A Fx3t}: S22 F2H1.45262)S E(500.0cc)ol &-sfA AT AA NS 717 50cc? 108
5] 0 2 U3tk TS-1 A A A(Ti/Si=31)= 604 232 sttt TS-1S, & 60 Vel ko7 & &4 50.0cc

of M7tstal, 53 dENS Aol A oF 30 &<t wHkE AT & 69 YER o] FXA] 545 9S24 E3E

A7yetaL, TES 1AIRE FQF ks iTt

[Z 6]
Zv Al
ALAIOI 6 TS-1(g) Na 0122l =& (g)

a 5.04 8e

b 5.01 Mg (NO,), - 6H20 (0.50509)
c 5.00 Ca(NO,), - 4H20 (0.46489)
d 5.04 Ba(NO,), (0.51289)

e 5.03 La(NO,), - 6H20 (0.8472g)
f 5.02 Pr(NO,), - 6H20 (0.88599)
g 5.05 Eu(NO,), - 6H20 (0.90229)
h 5.03 Dy(NO,), - 5H20 (0.88879)
i 5.03 Er (NO), - 5H20 (0.9023g)
j 5.03 Lu(NO,), - xH20 (0.91529)

RN EES pH7.601 B w7kA] H7ksha, B8-S 142 Fek wakdlnh 1ad 3, %M & o #rtsted
Wl 3] =

pHE 7.622 A AL 35S ] adkdl v, Aol 2 5ok whx]3 )
AL 52 AHE kg, 120TCoAA &7 A 74§A17J thg, 8417kl A A 400°C &= »7] Toﬂﬁ } A17]3L, 400°C
A BAIZE FoF A8kt Zhzhe] Zul(5ee)E TR DA 30%, A 10%, 4 10% D AoJ#ke] AFS 150ce/ming -
Foz AU statF Aol A AJdeltl. 2= & 7a, 7b, 8a ¥ 8bell YERY ST

[¥ 7al
PP A%E/PO A& E(E%)a,b

T AE2IAO H &AL 0 6&1 &LAI0 Bb & A0 6¢ & A0l 6d &AI0 Be
(c) (NaBt =We) (Mg) (Ca) (Ba) (La)

100 5.5 0.03/88.2 0.162/97 .1 0.159/96.1 0.048/95.2 0.005/0.0
110 8.5 0.106/96.0 0.211/93.1 0.182/96.2 0.08/94.5 0.032/83.1
140 101.5 0.101/94.7 0.235/88.4 0.195/89.4 0.144/92.5 0.011/78.3
145 120.0 0.113/94.8 0.229/88.4 0.232/90.2 0.182/87.7 0.009/79.0
150 126.5 0.139/94.6 0.275/87.5 0.270/91.0 0.206/85.6 0.014/82.8
155 130.5 0.162/93.8 0.304/85.5 0.327/88.7 0.252/85.9 0.018/78.9

_16_



=53 10-0512672
Q. PP=EZ2Z e, PO=Z2Zd SAI0I=.
b. 32 &2 ‘_éa“ 30%, AbA 10%, =2 10%, DO dF,
= 2F 150cc/min, CHIIL.
[E 7b]
PP A3E/PO A& E(&E%)a,b
T AEIAY Hr ALAIO 6f AAI0H 69 ALAI0H 6h AAIOl 6i SN G|
(C) (Pr) (Eu) (Dy) (Er) (Lu)
100 5.5 0.013/57.7 0.004/0.0 0.019/78.6 0.078/88.8 0.224/96.6
110 21.5 0.020/92.9 0.015/88.2 0.023/92.9 0.108/97 .4 0.187/97.2
120 25.5 0.013/85.7 0.016/88.2 0.028/90.0 0.135/97.2 0.246/96.7
130 43.5 0.018/91.7 0.022/87.5 0.040/93.1 0.187/96.6 0.326/95.7
140 93.5 0.026/91.1 0.029/84.4 0.052/90.8 0.233/95.6 0.440/89.9
140b 118.5 - - - 0.082/97.2 0.186/88.1
145 124.5 0.026/92.7 0.031/87.7 0.067/82.6 0.120/96.9 0.282/86.6
150 141.5 0.031/92.3 0.038/87.3 0.085/86.4 0.191/93.8 0.342/86.3
155 143.0 0.041/92.9 0.041/87.2 0.102/85.5 0.211/93.8 0.439/84.3
a. P=E2Z e, PO=EZZ2Z &l S AI0|E.
b. =2: Z2Zdl 30%, &t 10%, =2 10%, &2l &5, 140C 0lat,
=2 150cc/min, &AI0 61 & 6j0lA= 140CHA K2 500cc/min2 2
=OF, ol
[¥ 8a]
E/Z298 SAlo| = & H]g
T AE2IAO H &AL 0 6&} AAIGl 6b & Al 6c &LAIG 6d &AI0 Be
(c) (NaBt =T &) (Mg) (Ca) (Ba) (La)
100 5.5 23.05 7.7 8.38 12.39 -
110 8.5 3.93 5.70 7.90 14.92 12.22
140 101.5 7.35 7.33 9.86 9.34 29.33
145 120 7.24 7.63 9.50 11.21 32.60
150 126.5 7.40 8.23 10.87 12.44 35.13
155 130.5 6.61 9.09 10.84 12.30 36.11
a. 332 Z2 T 30%, A 10%, =4 10%, S EF, & 150cc/min,
Horg.
[¥ 8b]
/X 28U SALol= & Hlab
T JE AAIOI 6f A0 6g AAIOI 6h AAO 6i AAIOI 6]
(c) (Pr) (Eu) (Dy) (Er) (Lu)
100 5.5 85.40 - 44 .45 8.16 5.97
110 21.5 11.15 8.50 16.15 5.88 5.92
120 25.5 20.50 16.60 19.44 5.87 6.60
130 43.5 16.18 12.64 19.89 6.99 8.74
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140 93.5 12.71 9.83 22.06 7.54 13.73
140b 118.5 - - - 8.82 33.12
145 124.5 12.47 16.00 21.32 7.64 13.5
150 141.5 16.35 17.39 19.80 7.35 16.55
155 143 9.77 18.04 21.50 7.81 13.68

h. =2 EE%‘@ 30%, &FA 10%, =2 10%, Mol €&,
b. 140°C O|3dt, 2F 150cc/min, & A0 6i & 6j0IA= 140COH M
=2 SOOCc/manE =JF, o1,

3% 7a, 7b, 8a @ 8bo| A&, TS-19] AAE & % 2= L= JEF AE 58S 365t vyt Z2d A =2
Ll KApo]| =2 9] sbsto]] 449l Fujlgts RS YERdTH

A 7(a=d)

5709l ZulE Thgst o] Az ek SR FAH1.45398) F(500.0c0)9] SN ZTE F 9 50cc HEL AL§ ool
7}7ke) Zu) ME S AZ ) TS-1 A4 A(Ti/Si=31, 6094 23P2 thge] oz Lolo] 37}

5.03g, (c) 5.03g 2 (d) 5.05g. 53 Al S 2 LojA] oF 1 A7 B2k wukalgl T},

& S Apgetel 7692 24 ) B, () BILH, O Sk
oL W The, BT BF, AP U Hobskel pHE 7.60.% FSA AT, EFES B4 .
SREE oG, oI5 BRE B(150c02 AAHAT 58 nAS 5] Toﬂﬁ 20T A e, 5] 5
o4 84Ul A 400T2 G271 400CHA 5A 4 5 FASAT, 242ke] ol (Geo) =2 B 0%, A2

10%, ﬁn@%ﬂﬂﬁaAQ%alwmmmA o2 2 4ksta ol A Al detgltt. 435 £ 9 2 109
e AT
[& 9]
PP #A3t5/PO A B &E(E%)a,b,c
T Ac2iarol Hr HIm &A1 AAIO 7a AAIO 7o AAIO 7 AAIO 7d
(c) (NH4) (Li) (K) (Rb) (Cs)
100 4.5 .060/73.0 .014/82.8 .048/92.1 .039/90.4 .039/90.4
110 7.5 .095/78.4 .064/95.5 .120/96.9 .070/94.6 .099/95.7
110 24 .075/67.3 .042/95.. 1 .075/97 .1 .055/95.7 .070/98. 1
120 28 .099/68.7 .041/96.7 .092/96.4 .072/95.6 .093/96.9
120 48.5 .074/72.2 .026/99.9 .090/96.5 .071/95.3 .091/97.4
130 54 122/56.1 .034/95.8 122/96.1 .101/95.0 .125/96.2
130 69 .119/54.0 .030/95.2 .131/96.0 111/94.9 .128/96.2
130 71.5 .061/68.7*
140 73 .086/65. 1% .039/95. 1 .163/95.2 .135/94.2 .179/95.8
145 79 .131/61.6% .037/94.9 .194/94.6 .163/93.4 .222/95.3
145 93.5 .105/56.0* .035/94.7 .198/94.6 .178/93.8 .226/95.4
150 99.5 .163/58.8% .040/93. 1 .225/94 .4 .203/93. 1 .273/94.9
155 105 .045/92.8 .250/94 .1 .230/92.3 .320/94.2
160 117.5 .050/92.3 .290/93.6 .270/89.0 .366/93.7
165 122.5 .053/93. 1 .323/92.8 .297/91.3 .465/92.9
170 143.5 .061/93.0 .364/90.0 .331/88.3 .479/91.8
175 149 .074/84.9 .405/88.9 .369/86.7 .539/91.2
Q. PP=H 2T, PO=Z2Z 2l SAL0|CS.
b. == T2l 30%, A& 10% 24 10% TOIC HE,
S 2F 150cc/min, OOl
c. HEE U2 2 MHOZ 05l U2Es 2E 0 ol S0l 500cc/min@ 2
=182 LIEHY
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[¥ 10]
H20/PO = Hla,b

OT AEIAY il &A1 gAIQﬁII 7a A A0l 7b AAl0l 7c & A0l 7d
() (NH4) (Li) (K) (Rb) (Cs)
100 4.5 38.29 50.38 12.71 8.92 10.72
110 7.5 28.78 8.90 5.49 7.43 5.90
110 24 40.95 8.62 3.47 7.35 4.45
120 28 48.57 10.28 6.05 5.80 5.42
120 48.5 60.97 13.21 6.97 8.1 5.98
130 54 94.93 14.52 6.60 7.60 5.32
130 69 98.42 15.2 7.33 6.64 5.31
130 71.5 40.80"
140 73 47 747 11.54 6.67 6.64 5.23
145 79 56.81* 13.64 6.95 6.74 5.58
145 9.5 64.88" 12.33 7.40 7.52 6.09
150 99.5 64.00" 16.59 8.16 6.73 5.68
155 105 16.80 8.04 7.79 5.84
160 117.5 13.81 7.82 8.88 6.67
165 122.5 11.97 9.51 7.79 6.46
170 143.5 10.08 9.90 9.84 9.45
175 149 11.87 11.43 11.24 10.56

Q. B2 ZZZ2 30%, A 10%, =4 10%, &Moo E,

=2 150cc/min, CHOIL

b. EHEs E2 2 M42Z 0ot 225 220 ol |0l 500cc/min@ 2

SIS S LIEtY

vl A Ao 1(CE 1)

TS-1 5.05gS AH&3taL B RE F-& AFE-8Lo] pHE A3ttt AS A|Qstars, Ao 7oA vpz7lA 2 el &
Azwct, oW A FEE AFEEA] der) FulE AAld 7oA 9} vV IA 2 T2 W e 4@} Aol A A%
I, A= £ 9 2 100 YERATE A Ao 6(a-j) 2 AAld 7(a-d)S v A Ao 13} Blus] B ZujFo] 34 &
o] A= 2287 SAlol= AB o] SUbstar, B Aol dA3] At 2ES S 5 Atk 9 oA
Al
]_

>F

=, AZE gk FUksk) vl A A oA o] 9] FEE 1.28FF %0 AT vl s HH, 16(a DR 7(a-d) =
& ZX39 S5 39 &2 B Ao mebA, Gl AAldd e XA 5458 AFESHH U e84 0% 55 A
9= Ao =2 Bt}

S|\
%r

3
=

oo Jp

b5 A Ao 8ol A=, B e K-#] XANES ~HEH& tp5-3} o] 7] 53130t} Ti K- XANES Ho|HE WM 4
IR EE FY(National Synchrotron Light Source: NSLS) 2. & Hl1 A X19A0 A =3ttt A3} 4]
(monochromator)= Si(111) 24 & £33= NSLS H s Hy 3l 244 ttAl3} Ax]o|t}, Ad A} (experimental
hutch) W9 24 91 Alell A ¢F ImmX1mm W A77} B 25 AES AFEste] o] HAl o] H == Hlo 245
2=t} 0.4mm WA W &3S AFE-Sle] s 7J§5}93\1:‘r. AARERZS Y AF7F 100 WA 300mA 9l
2. 583Ge\/4 A} OﬂLﬂﬂi Z]’E/\]ﬁr/} W 29 ¢ & 23+ A2 Si(111) @A 3} A=) 24 S JJEH PARIAS T/ A=)
1 ZEE W glo]xo I49] o] AW E B HEﬁao}"’, g 71 A 2 ALEA
Jiﬂ(purgmgwﬁv‘r X- %4 2HEYDS A VA2 éﬂw(ﬂushing)fz} Y WA W9 E‘r°1 £ Al(Lytle in situ
celDE AH83sle] &3 A ~HEH o2 A 7| 531300 2] &8 (Soller slit)o] A Aol A F o3l 33 e = ALE
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3HA] ekttt A E %‘M%— Q] yjo] 3z o] Wujo)] A EHA YA A Ti K-alA 9] v a4 &2 o4 #](4.996keV)oll A & 7]
LS | CE TS ZA AA] 1in A 9] AolHZ hE A7 vES Al Ul 9] 2ol & A v g & AFS-3)
S8R A E = AE A Il g Sl 0.3 WA 0.4g, 53 &2 3500Kg).
71718 T3 BREolA AE A A Blg A (foil) & AFE3le] o3} 2ol olUX & A3k 5454 g K-9#] 9
Al FEAY A1 H 3 4966.0eVE AAsATE BEZ UAE, 0 A ZA] H 3 4966.0eV AA A tsto] =
=

O

gut =4 7o) Amad oA AR o] MEZS XANES B4 Ao dF F9 249 20% 3= Sl A 500TA A 7}
A3ttt ghol 5 Ao e AR A& Qlate], AAle] Er 2= AA SEHU 50T W 4= dtta o ARG, A
S HEsk T e AFo T WAAA AL 98 X-A F4E _,,]v,_§]_o].oﬂr4_

/‘T}\o:] 8

Al 7tel] At H kg X3ets AAAE, He-d 7t 535S 200C 2342 7HEsHA gt AS Al9stae, &
3 [#%: S. Srinivasan et al., in the Journal of Catalysis 131, 260—275 (199119 &Aool wet A Z3F ). 7hEA A
2 7= AFg T A A A 2] AR A B (NAA) S Z Ti 2.84% 2 14 44%et= A o] Yebdth A2 A9 42
300m*/golth. A A A= epek 2 Ti K-l A XANESe] ]3] 7% % ule} o] ojw gk glefole] A4 A% e #] &
=t Ti K-90A] XANESE 4,966.0eVe] W w57 Blet 2% A4 tisiA +4.8eVelA 1719 335 vepdith =
S o3 2ol A A A 7Y S22 54H0.04g)S Z(100m) ol 832171 t), &9 9] pHE BAHYEF S A3}
o] 80CollA 7.5= Zdg ) ool A A A(1.0g)E H7lstaL wykgtth, &8585 A0 2 YZhA| 7] dabvl 2+
(0.19)& M7ttt} £35S Ao A v anketct, a4 E3& o 8ol &2 13] Al strh, A& 400C= 8A2F
of AA 7kdstal 1 el A 3AIZE FF AT O ZN FT] FAA staAIY 1%, A E Ao 2 YA I

NAA®l o] gt 24 (F%F%): Ti 2.86%, Si 45.0%, Au 0.25%, Mg 0.54% 2 Na 0.33%. HR-TEM< 2784 o]itslE e
AN oW g 2R FaE )4 etk eh M ERe A4 o AstE gl o m e 3% GehlA g
th 33 5 YA A7]= HR-TEMel &Jsf 54 3to], 27A o]t}

Zuj(1g)E &, A4, 4 R 2294 %TSL"S}”&H 100cc 1178 7 A% 5 9he7] S8 7tgA AT 3w 2EY
R —uiﬂ{ 30% T T%, A T% 2 el &
O|aL, Fa/ Ak A Hh 1.0ojt}, =23, A4 g AFS
E9ER EFHEY. F F%-E 2400cc/hrolt}h, ¢hE & 7] gto]
2ulE 183 (ChrompakTM PorapakTM S, 25m) ¥ &

ot T2 AU SAfo|=of t3k AENE 92904 T2 Y [A3Eo] 2%t} H ASELS X
Bl 92%°1 4 3.3%%, AET & At L FAEL oakgtet A 9 Eolt} & 2047
z3E A3, 1.0mmol/EFv g-hroll A 335 Yeldth W& 2288 Aol w2

, 1% 4 3135 JeERdT

Zli= 145TC ol A 204 3F
23 FAfol=of tigh A
59F 0.58mmol/Z "] g-hr
20A17F &< 0.6% Zx3}o]aL

/‘T}\o:] 9

Fe B ek~ (glovebox) £o A Bl g o EALo] = [Aldrich, 1.14g, Ti(O-Et)4 (el €r& F2] Ti oF 20(53)%) 15 a4t
(20.8g)°ll &eHA AT, =53 &NS A2]7}H[11.1g, Cabot Cab-O-Sil-EH5 G&-ay A 2]7} 40/60=151 10 %718l
ok A g7k mE] F&AIA 110Col A A xA]7]15L, 500 Coll A staAZth £35S A7) 3L 103 &< X813l
Sl 2 FES Ao A 1A Bk AF slol 3 A] ST Al A G oo A, FALE W F Sl 100CE 714D
3kaL, 100Col A ¢k 1A17F 5ot 3| A A 7] aL, AL 08 YA A B wty o] XA A& +53519 ).

€ NS =(400g)o 2 ZHAH0.1040g)& &A1 712 70CE 7HE o =M A x3k30 T BRI EFS AH8-3he] pH
=2 752 24t A 1xﬂ(5.o17g)§ A& Al H7FskaL 70Tl A 74%0}7%1 *ﬂio}ii\:}. EHYEES ALE-SHY] pHE
752 AxAs gt EFES pHE 7.52 A FFAA 70CAA 1AIZF S wkst of8 AL o7 WziA AT 1A S
o] 73k th A S (Na2CO3Z5-E]) pH 7.5914 =(200cc)ol H7}38kaL, 5 %J WRFEITH A S o] wpEta D =
B4 IAE Tt 715 Hoj&e 1A17F ot Ao A ARA AT 24& 22 X 100ToA 1A17E 52t F7]
ZFo A &2A1 713, 100°C A 1A1ZF SoF 528k T} 400°C ol Al 8A|7F FQF 7FA A1 7] 31 400°C o A 447+ S-9F %3}
o] & o] FHulE 5318t

iy

1=
A
A
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NAA] 93t 243 (F%%): Au 0.106%, Na 0.48%, Ti 1.96%, Si 43.2%, v} 1 HS A3 AFHA &S ojws A4
olxbstE g% 2hk(532nm o 7]) == HR-TEMel 284 HE% A &tk A+ v 44 2715 15A0]Ath UV-VIS
DRS¢ Zul)&= 309.9nmol Al 3 25 e AT Ti K- %] XANESE +4.70eVoll A @ 9 3& e 9t

%m(2.01g, 7.5¢cc)E AHARE AFE S 229 st Ao A A ste] AaE 32 1100 YERSITE AR S & oh S
7 2ol A1 AAAAF T FoE T2 o] A FFAA D3] JEA] @& wj7tA] AF Fo] 2k (10%)9] E3HE
2 Z#As ) oloj A, S 140 WA 350C oA 45% F9F 150cc/mine] FH o2 24/ /AE T3HE S A 7193k

2, 350CAA 2417 &t FAIEFATE Sl & 7] A EFE oA 120CE YZA AT A E Sl & AFs) T4 o A
Algste] 232 F 110 YT 202 g-S3) Zo] A2 QA AT e e ddo] Ak BgA oA A3 et
A &S w74 AEF o A (10%)0] e St SulE 120 WA 350TCa A 1A]7F 59t 150cc/ming]
TR An/AE E3E FolA 7HE e ths, 370To A ¢F 15+ &<t 7FE38taL, 370 Tl A 1AIZE &<t 4] A1 ZiTh.
ZujE A A /AF EFE Lo A 350C 2 WA 7] a2 350C oA 4417 5ot FA 8t S A 4/PF E35 &0
A1 120CE YA o, ksl 3ol Al Al dsta 225 1 1190 YER AT

[¥ 11]
PO A1 85 (%)/PP 25 (%)/(H20/PO)a,b
A2t (hr) T(C) PO HEHE (%) PP HEE (%) H20/PO
0.1 100 96.0 0.156 7.02
0.9 100 96.4 0.213 3.79
1.7 120 94.4 0.293 3.67
2.5 120 94.1 0.245 4.54
3.3 120 94.3 0.233 4.30
14.5 120 94.2 0.138 6.37
16.9 140 91.5 0.254 6.96
M1 Y =
0.1 120 92.1 0.257 7.66
0.9 120 94.1 0.259 4.44
1.7 120 93.8 0.194 5.08
15.3 120 94.4 0.145 6.28
M2 =
0.1 120 89.8 0.185 10.00
0.9 120 93.5 0.254 5.58
1.7 120 94.0 0.215 5.60
2.5 120 94.0 0.215 5.44
4.1 120 94.5 0.184 5.25
13.7 120 93.3 0.112 7.39
15.3 140 88.8 0.206 8.08
Q. PP MEE(%)=EE2Zd MBS (S%),
PO HEHE(%)=Z2Z el SAOIS0 CHet S (S%),
H20/PO=Z2 28l SA0IEM e 22 2 dl.
b. Z=: PP 30%, &fA 10%, =4 1%, MO &F, & | 150cc/min,
CHOIE.

¥ NSO S A2E A ) F R HEFS FHaE QA 99 S T2AAL A S| mE 47
AFBA ) B4 Sk Ao] Lk,

A1 10

= 8l E(400cc)o] R 2 FAH0.1055¢)S 83A 7)1 70C 2 71gsto 2 A =5+5 ). et
2 -3 AAld 99 XA A (5.0352)F Al&3HAl H7Fskal 70Tl A AHsA wikslglt), B EF S 2 pHE

(m
it
o
fu
o)
T
i
\]
o
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758 AxAsqlrt A 2dl4(0.50g)S &0 H7betal B ER O pHE 248t EFES pHE 758
FABHAA, 1A17E 52F 70T A A wnkst thg, A2 o2 YZA T A& o 733l th A5 (Na2CO3Z5-E]) pH
7.5 4 E(200co)dl H7Fetar, 53 <t kel A E ol Fetar, WE ZEge uAE Bt FUE oy o
ZM, 1A 7 5ok Ao AxAA 14 E4S 22 A 100TCAA 1A7F 5t F7] Tl A 8217141, 100°CollA] 14]
7F 5o §-A 8 T, 400T ol A 8AI7F B¢k 7k 8 400°TC ol A 441 7F Bt frx]8fo] B b o] Zuj S =551t}

NAA] 93t 243 (F%%): Au 0.207%, Mg 0.53%, Na 0.17%, Ti 1.94%, Si 42.0%. 2343 o] AF3}E e+ gpeh(532 o]
7Dl g8 A3 AE=E A Ut UV-VIS DRS¢ &)= 306.4nmoll A 3 22 Vel lvh. Ti K-91#] XANESH
+4.67eVoll A v 335 YeERA T

Z=1(2.01g, 7.5c0)Z AAE AL&3F T2l o] alstg Aol A ete] AytE § 120 YJERHATH Sul= 2 Ao 99
71 vhel o] 23] A AYshar, 2kat FA A QA ste] AE F 1200 YER ST

[¥12]
PO A8 E(%)/PP 2185 (%)/(H20/PO)a,b
Al2t(hr) T(C) PO MEHE (%) PP MEE (%) H20/PO
0.3 100 97.5 0.363 5.15
1.1 100 97.8 0.306 4.76
1.9 120 91.7 0.409 6.18
2.7 120 94.1 0.345 6.71
3.5 120 91.9 0.334 6.89
14.7 120 94.2 0.172 9.65
17.1 140 84.3 0.279 12.17
M1 WA =:
0.3 120 91.5 0.461 6.91
1.1 120 93.9 0.354 6.88
1.9 120 92.9 0.301 7.62
15.5 120 92.9 0.153 10.18
M2 THA =:
0.3 120 91.9 0.549 6.74
1.1 120 91.3 0.390 7.42
1.9 120 93.2 0.315 8.00
2.7 120 92.8 0.252 8.72
4.3 120 93.4 0.244 8.46
13.9 120 93.9 0.167 11.39
15.5 140 82.8 0.276 13.80
a. PP MEE(%)="2Z 2l MEE(2%)
PO SMEHS(%)=E2Lal SAOISO CHEH MEHE(2%)
HPO/PO=Z2E 2l 2At0|E0 & 22 2 HI.
b. Z2=2: PP 30%, &FA 10%, A 11%, MO HE, =& 22 150cc/min,
CHole.
Bl o Aol E 2 5 H Al xE A XA =, YEF E vlaulES &5t AAld 109 Fulls 223 SAjo] =9
st =2 deyg, st 2290 A3E 2 =2 54 84S 945 E Ao 2 YEhdt

TR HE(24.09)0 3E Bk o] AT RZEAFOIE(1.34g)E F4bell B3fE EHE o ZAto] = Al ARSI S
= 9ell 71 % nhek o] Alxskirh. 22 25410.1050g)& A A A|(5.045g) ¢ FAA AHE-3
A Aeletals, w& AA o 9ol Ak Eo] A A Aol F- A F .
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NAA] 93t 243 (F%%): Au 0.098%, Na 0.43%, Ti 1.89%, Si 42.0%, Mg+= HAZ% %] ¢koktt. 244 o) i3] ehe ¢}
RH(532 17]) B HR-TEMel 93] A3 A== efolth. A+t 5 dAF 271 15A o] drh. UV-VIS DRS(H 28 =v)
= 301.5nmol A 322 Jeldth Ti K-91%] XANESE +4.42eVol A 3125 Yelydct.

Zu}(2.0g, 7.5¢cc) S AkA

2 ALg S T A ol AHste] Ak & 130 etk AHEE Fuli 24
o 9ol M st o] 23] A 31 243} BH

of| A ZjA| & Ete] AxtE F 130 YERH AT

[ 13]
PO A8 E(%)/PP 2185 (%)/(H20/PO)a,b
Al2t(hr) T(C) PO MEXE (%) PP MEE (%) H20/PO

0.5 100 97.3 0.292 3.68
1.3 100 9.5 0.226 3.55
2.1 120 95.3 0.327 3.98
2.9 120 95.5 0.298 3.84
3.7 120 95.2 0.281 3.95
14.9 120 94.9 0.182 4.82
17.3 140 92.6 0.309 5.49

M1 WA =:
0.5 120 92.2 0.366 3.85
1.3 120 94.9 0.279 4.07
2.1 120 94.8 0.245 4.27
15.7 120 94.4 0.146 6.59

H2 THA =:
0.5 120 90.7 0.359 4.29
1.3 120 94.2 0.267 4.69
2.1 120 94.7 0.236 5.05
2.9 120 94.9 0.213 4.86
4.5 120 94.1 0.196 5.69
141 120 93.9 0.143 7.36
15.7 140 91.7 0.257 6.13

a. PP MBS (%)=D2Z 2l MEE(2%)

PO SMEHS(%)=E2Lal SAIOISO CHEH MEHE(2%)

HPO/PO=Z2E 2l 2At0|E0 & 22 2 HI.

b. Z=: PP 30%, &fA 10%, A 11%, MO HE, =& 22 150cc/min,

CHole.

Elgt o] ax 2 ZAto| B2 HE Axd A A Ao 5 D YEFS sk AAld 119 Full= 2= SAlo] =0 djgh

Bt MEE 435 22 [M3E 2 BHYS 4 5848 gt A e

A 12

& AA Y 109 7] oz AXd 119 AAA(5.045¢)d FZaott, S22 FAH0.1044g) S ALL35to] & A
< 3 A 4(0.49g)S E3E0 H7Fski o

N
BN
ol

ol

NAAC] 98t 24 (F%%): Au 0.210%, Mg 0.48%, Na 0.14%, Ti 1.85%, Si 41.2%. A3 o] AF3}E] e+ g}wh(532 o]
7Dl o8] H3] HEHA &ekth DRS(I 2L Z1)= 298. Inmoll A 33 & e th Ti K-91%] XANESE + 4.66eV
oA ¥ 3= Vel

il

44

=m(2.00g, 7.5cc)E AF2E AHEE T2 Abskg Aol Aldstel 23S i 140 YERR AT ARS-E S0
o 9ol 7]=d W o ® 23] AAYA7|AL 4Est FA A A st AatE & 1400 YERAAT
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[¥ 14]
PO M &1 E(%)/PP A %+5(%)/(H20/PO)a, b
Al2t(hr) T(C) PO HEHE (%) PP MEE (%) H20/PO
0.7 100 9.5 0.452 4.12
1.5 100 9.1 0.374 4.55
2.3 120 91.4 0.482 6.48
3.1 120 90.6 0.366 6.53
3.9 120 92.6 0.324 6.65
15.1 120 92.8 0.209 8.29
17.5 140 85.2 0.326 12.14
M1 WA =:
0.7 120 90.3 0.510 6.44
1.5 120 89.8 0.398 7.00
2.3 120 92.2 0.344 7.78
15.9 120 92.5 0.192 9.80
H2 THA =:
0.7 120 90.3 0.504 7.10
1.5 120 92.0 0.400 7.24
2.3 120 89.1 0.368 7.59
3.1 120 88.8 0.323 7.81
4.7 120 92.7 0.271 8.57
14.3 120 91.9 0.198 9.73
15.9 140 77.8 0.336 12.68
. PP MEES=D2Z2 NS (2%)
PO SMEHS(%)=E2Lal SAOISO CHEH MEHE(2%)
HPO/PO=Z2E 2l 2At0|E0 & 22 2 HI.
b. Z2=2: PP 30%, &FA 10%, A 11%, Mo HE, =& 22 150cc/min,
CHole.

Elgh o] a2 ZAtol mR BE Axd AX A 5, bEF R vtavlas Frets Al 129] Ful= 247 A}
o e gdd A8 E, 22dde 52 AgE 2 958 A 384 S @A T T Ao] Yehd

A Ao 13(A-E)

57H4 Zuj & o] abstE eH(o| FA]) A A A & £ 159 7= & AAE AFEso] thE3 o] Azt S22 T4

S E(100g)°) &3 Al F ). ] *}ﬁ}lﬂ E}(Degussa P25)S HA7Fsla wwkstgith 1A S drkska wvkslitt pH7E 7.0
WAl 7.60] & wi7b] S EFS Hotstlvh =S WA ek al 33] A=A star 120l
AR A=A BES AATE B9 120 WA 400TCAA 37] 5 400C oA Fr=] 38l o

[¥ 15]
A A of 130l o 3k A A
AALO Au BHEr 2 Ti02 ESST Pr ot Na2C03
= (9) (9) (Pr) (9) (9)
A 0.2185 10.01 Ca(NO,), - 4H,0 1.9707 0.25
B 0.2165 10.04 Ba(NO,), 2.0680 0.25
c 0.2190 10.01 La(NOg)4 - HO 2.0297 0.40
) 0.2180 10.03 Er(N0g)4 - 5H,0 2.0020 0.40
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E 0.2183 10.01 - Lu(NOg)4 - xH,0 2.0102 0.40

EA2E AR T2 Z2d SAbo] =R SN 7] = Sl Al skl A3tE & 160] YER AT

[¥ 16]
s AFEE Z2FA(PP)o A 22 SALo| =(PO)R 9] 4tgla
Al2k(hr) AAIG 13 Pr T(TC) PO HEHE (%) PP MEE (%) H20/PO
0.07 A Ca 50 87.8 0.203 13.42
0.30 B Ba 50 95.9 0.419 6.45
0.52 C La 50 94.6 0.370 8.07
0.75 D Er 50 96.6 0.134 20. 11
0.75 E Lu 50 99.3 0.113 23.68
1.48 A Ca 50 86.8 0.278 10.75
THAH 1
0.08 D Er 110 51.1 0.231 20.55
0.32 E Lu 110 56.9 0.350 13.76
0.55 A Ca 110 63.8 0.370 11.49
0.78 B Ba 110 50.1 0.156 37.78
1.02 C La 110 47 .6 0.134 52.57
M2
0.10 A Ca 80 89.4 1.960 1.28
0.47 A Ca 80 91.9 0.756 3.91
0.73 A Ca 80 91.2 0.543 5.54
1.05 A Ca 80 89.6 0.430 7.32
1.27 A Ca 80 87.9 0.330 9.81
1.80 A Ca 80 84.3 0.219 16.14
2.03 B Ba 80 80.8 0.123 29.93
2.27 C La 80 82.1 0.110 38.60
2.50 D Er 80 75.4 0.160 12.48
2.73 E Lu 80 76.4 0.131 13.46
43
0.10 A Ca 80 89.6 1.923 1.37
0.37 A Ca 80 92.8 0.800 3.53
1.10 B Ba 80 85.6 0.233 14.15
1.33 C La 80 85.3 0.209 18.43
1.58 D Er 80 79.3 0.234 9.55
1.82 E Lu 80 78.9 0.182 11.22
2.05 A Ca 80 80.8 0.171 19.65
M4
0.10 A Ca 80 91.0 1.436 1.81
0.35 B Ba 80 87.2 0.595 5.10
0.58 C La 80 87.2 0.510 6.74
0.82 D Er 80 89.4 0.320 9.39
1.05 E Lu 80 83.7 0.238 13.45
5
0.10 A Ca 80 90.9 1.466 1.75
0.33 B Ba 80 89.4 0.702 4.26
0.57 C La 80 88.2 0.579 6.06
0.80 D Er 80 88.4 0.311 9.72
1.03 E Lu 80 84.7 0.251 12.94
=2 PP 40%, 02 10%, H2 10%, &O{&el &&, & 2 150cc/min, =00 5cc, CHOl.
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Sz obelell 717k vkel o] 48] AAYH AL zhzbe] A Y-S ALEE S Aol M APt AakE 3 1690 HERA AT

A 1 E0E dFFTY AAQRO%) Y ZFE oA 300CR 733t 300TCA A AF F2o 4020%)2 E4ES
o A Fbste] 307 Ft =& AXsAT FulE 110C = W2hA 7] AL Aks} g ol A Al A ekt o

AR 20 Fu]E 10C/hrZ 300 C7HA] AF 59 AFA=(10%) A 714 3}
A1 A 352 80T A Mowu}

2 Y 300CAA fA3 vk, 80T =E Y

lﬂ

AA 3: 2] E 50C/hrZ 300C7HA] AF F2] A2 (10%)°1 A 713k, WAl 300°C ol Al 2] 8t T8 80T & WZHA1 A
o FES 80T A A Al &algl T

=3 22 (10%)9 A 350C = 7+ 38ka 80C 2 WZHA AT Zu] S 80T ol A 2 (10%) 2 E(2%)<
EIts }L &%E‘L%i% 23ttt BS AAAI 712 FH S 80T oAA A2t
AR 5 FuE AFAR(10%) 2 EQ2%) S idte @F oA 350CE 7FEekal 80C = WA Y. 58 AAAI7]AL &
H& 80Tl Al atgict.

ojAbslEI | B A2 e I EF 5E £ = AA A FoztY Axd Frls T2 Zed
SAol =z o] A A Abste]l that d/dolal de el FHulehs Aol vEhdth Suf= o= | AdE 5 Sl

A4 14

379 EFu MEA-OS th53 o] Alxsth & €948 Z(10dd E2254H1.501g)S §lA o =4 A x5k
t}. Ele}Yo}l(10g, Degussa P 25)5 & £ (150m0)ol wwkalH A HA7atdch & 179 ekl 234 345 & (50ml)
of &3l Al7]aL Wkt A A F/EEY o E3tEel 7tttk 3 =S SIYERS AFE-Ste] pH 7.56= A4 3taL 2411k
&2t wRkekith, AR S o Bhehal E(100ml) = 33] AlH ekt HE AS 110T oA 28 SollA dxA700. 8E5 B %
CE 7] oA 60T A=A RS AES 32 1790 718 t7] Tl A 22 FH oA stiA Ft ofa Z 25k
22 YA 400Coll A 8AIZF Eeko]ar 400°C ol A 5A]7F 5o %] 3} o}

%
(¥ 17]
Aol 140 gk A A
A1 AI O = XA (Pr) Pr 2(g) IR
HID AAIG 2 EILStAl &5 (NH,) 0.0 02
A Mg(NO,), . 6H,0 2.0 02
B Mg(NO,), . 6H,0 20 Ho
c Ca(NO,), . 4H,0 2.0 H2
a. A ZO| AA 202%0 A 02 GHA.
b. 818 =9 %4 5Z2%0A H2 5t4.

& s AHEE ZeR A 22 AR SAo] =R o] Abstg Aol A Al ste] AatE 3 1890 WERHAT

[X 18]
PO 85 (%)/PP % 2+5(%)/(H20/PO)a,b
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A A0 PO HEAS (%) PP HEHE (%) H20/P0
Hlw &AIG 2 93.7 0.782 9.05
A 97.0 3.750 0.63
B 99.7 2.380 0.68

C 99.9 2.050 -

a. PO HEHS(%)=E2Z8 SA0IE HHE(2%),

PP M EE (%) Zel MEE(S%),

H20/PO=Z 2 el SA0IE0 e 22 2 dl.

b. S=2: T2 & 30%, &t 10%, =2 10%, SO &
CHole, 28 2ZAHDF 21109 PO M S LIEHUHE 3%

I —

g 2 |H

=00 10cc, 60T,

GC 8.

EIIIU

HI
o

318614 O ABHE R B A2E A F50] A Ao] 2 FRFL AL Ei Fa Sol M aAA A2H Sojrh
EE AN A A SAtol 2ol 44 Astel tha) 2ol A Hel ek

Hla Ao 2

QA F42 A8 B7IHA B3GR ES AHgse] pHE AT A2 ASlshaiz, A4 1491415} o] S
2 Alzsth Su)E E 170 71 A S uks} o] Ak Sol A AR FulE A2 AHGE EL Ao A T2
S EEDRE RS EEREECEE ST RN AR E SVER PR R R PER FEES-ERE R
FH2 FHoks o NS Aol 7o Fuls FAA FEHL G G FAA Az Sulnct A4 69 84
o 31 4184 o] 2}= Zo] Lehbel.

AAA 15

A Al 14B9] Frj o] Ab&¥ AMEZ(10cc)S 230°Col A YA the- 80°C 2 98psiacl Al T al Absl FA ol A 2 A]
Halo] A2 F 199 YERRATE 202 A2 (10%), E(1%) 2 Zojeke] Al F o] E3E £olA] 230C & 7MEe o2 X
A2 YA T 110C 2 YA A 2 55 AAA7 L, Fo] AAE W7tA] Fujg dgo =z St &
W2 AF Lol A 80T 2 WA AT T2HA(28%), A4 (T%) B Zojake] AF ] F5e fF50] otgstd ujx vz
FE Sslglnh o)A, F3S Z2HA(28%), A (T%), T2(T%), Fol=e] dF o2 Mgt 7|, Sl Akt 34
ol A A sl AE F 199 YERA AT

[F 19]
PO A €15 (%)/PP #8-5(%)/(H20/PO)
NEGCO 7(C) | P(psia) | Po seE(%) | PP AEBIEM) | H20/P0
R A 2
0.15 80 %8 9.9 1.452 2.58
0.30 80 %8 95.7 1.036 3.48
0.58 80 %8 93.5 0.601 5.97
HI2m A8 =P
0.15 80 204 93.1 1.506 1.06
0.30 80 204 9.5 0.671 2.34
0.45 80 204 9% .1 0.448 3.58
1.05 80 204 88.2 0.216 7.01
a. 22: T2 (PP) 26.5%, A 7%, =4 7%, XO{O HE,
£ R g 708cc/min, 676kPa.
b. Z2: T2TR(PP) 28%, AL 7%, £A 7% X0IO HE,
£ 2% 1170cc/min, 1407kPa.
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T 19914 o) 2kshEl ek B mpoiv o) A Aol & b AAE Fule S48 B4 9 w2aw SAlolm] g7
o Ae g e,

Aol 16

2 2~ shell 300TC & aFAA1X1 A2 7HPQ CS1040-E, 1/16" &=) A1E&(49.67g)s Sl B 2o A o] X 2 -5 (44g)
Fo] Bl o] AX 2 FAbo| E(4.62) 2 FAA A FHE BAL Fejnuae] Fepa Sol A A4 147 B §
Aspdth. olofA], Bekaag 804 Fu7)e] BHA D, Sl @ BB AN AF SolA A A2
2% £oH 50C 2 /Adska 1417 B2 A8 the, 80T /b shel LAZE 5k fA13ka, o]0 AFH 0.2 100T
2 7bgshel 2A17F B9 A F SN A fA T B, Aeotel B B EFSHE AAANS Aeow YA

E(1000m) =9 S22 32H0.402)9] €N 60CE 7195l a, BN EF O 2 pHE 8.00.2 ZA3l3, §HS A
2 YA Z . "' &4 A2 A (25g)F 5 &l H7bstar ti7] <k atell 34 S7]dA vl 23tk 5T &
v} & pH 89 E(300m)= M 3taL, 110TCelA ARAFH T FulE 550T A 3AIZE 5 37] Foll A staAl7]aL,
550Ce A 1A17F &k FA 8 th &, A0 2 WzhA Z T}

= (25cc, 10.45¢)F 313 5 (down-flow) ¥H-&-7]1 5 ARE-ate] ks AME3 220 sl A oA Al sttt
J 200]]

Sl E 7hek stoll A Algskar 203] AABAA R 51 38] Aol ATk ARSI 2000 WER kel o], Sl o) Aol gt
FEORAH AES Hstol [ whe7]o a7t E UEbATH, 3709) Sl BES NAAC] ol A3t
[& 20]
=i 24 (FE%)
&8Z 10 Si (%) Ti(%) Au(%) Na(%)
o 43.4+1 1.57+0.03 0.39+0.01 0.22+0.01
s 43.3+ 1 1.51+0.03 0.38+0.01 0.22+0.01
JIH =2 44.5+ 1 1.52+0.03 0.38+0.01 0.21+0.01

3 20004 Sl 7k S el A o) f1A] ol AAglo] 208] =9 Foll k= oHA

ot

24& FA gt e

AAA 1038] 53 Fotol, FulE ohddt 2%, f5F 2 oA ALg3laL, 350 WA] 400°Cl A A AYAI AT, o]0 A, =
W2 oS A E AIY AES AFEEke] 120T A T o2 103] =8kl tiate] A F sttt e ddlo] Agk B34
A AE JEUA &S W74 2 AFF9 02(7%) 2 81489t 32 200psi(1379kPa) @] 2ol A4 2000cc/
min®] AT £(0.44%)S BEZE AHESte] Fg&Edd Aot SulE AA(7%)/E(0.44%)/ 25 Z3E Fol A oF 28
el 400C(2F 600C/hre] &)= 7FE3EaL, 400TColl A 30+ & <F =18k th, oF 30l 7hs gk gk 2143} A
120C 2 YA A 9 H7ME st 3388 8% 5 222 (30%), 24 (T%) 2 AF (o= o2 w A5t
AT = 2L 200psi(1379kPa)ol A 2000cc/min®) AT 1 oS, T3-S Z2FA(30%), 22(T%), T2(7T%) 2 AF
(Fojzhow wealdrl. GC MES PO A “YA"(H2E &F37] Al &3hA] o 58) 2 608 5, 2 AXo] Yo
el A= Bk FHokth A Al £88 Boto] e 1 219 3 11 X 200] e vle) o], &4 2 HEES
frA gk

i

O

[¥ 21]
tE AN DAY £
T A PP PO H20/PO PP PO H20/PO PP PO H20/PO
. Hatg Heg Mg Heg Hats Heg
o (%) (%) (%) (%) (%) (%)
N (52) (52) (52) (602) (602) (60=) (~6002) (~6002) (~6002)
11 2.00 9.4 2.28 0.70 94.8
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12 1.99 95.3 2.18 0.73 95.0

13 1.96 95.8 2.23 0.86 95.9 0.32 97.6 10.40
14 2.29 93.7 1.72 0.87 95.0 5.62

15 2.51 94.4 1.83 0.82 95.6 5.28

16 2.48 94.7 1.95 0.89 95.8 6.99 0.28 99.9 12.34
17 2.52 94.4 1.95 0.86 95.5 6.66

18 2.33 94.5 2.01 0.88 95.5 7.18

19 2.55 94.5 1.97 0.87 95.6

20 2.36 94.5 1.97 0.85 95.5 7.58

25 120C, 8% 2000cc/min, =0 25cc, 242 200psi(1379kPa),
= Zz el 30%, &N 7%, =4 T MO YE.

oo o g st HA S AASH £ AEBER AT F Atk B A8 Vs AN dFor HAE e
FEAQ A AEE 2 A4 AFE(: ok A R oJikstEA)o] B o] oA = By A2 fow YA
Aot TostAls, 2o S Abste gl g 2 Y ES FASHHA a1, 53] oF 120T 23] 2o A
28 = vk 2ol M9 2HEE FelatAls A Y dRNE 7] AuYE(credi S AlE Tt wEbA, £ 2o W
W2 SV 2RE e Aol F7he] w4, & W, Asteda S =2 £Ydhs 348 S Tesket AR E = A
FHE A S 92  dnh 22 Fall 3NN A= EA A7) v, F7te] ol o m A, o dr o]
oM el Fa AEAYLS & ol Absteuae] &l oa] ST ukel Zo] sttt 7HE frel skl =, v AR o] &
A2 T U Ag9ES et

g o Ard 2AES @A 3 o)) SUlU S AEste A FAbol =R AR AbstA7| = 7] 5T sl 2
Aoz AHgS = vk, Fall Full= Adske el tha GAdolar vl dEAolek= A 9fol =, R o] A= Aol T
HAth F7ke] G o v, S FEH o B ] AR = A, A A wEbA, o] St 2=
< 2RI 9 3y SHaE o5 Aeshe gt e o AA AsA T = A4S Soistek=t g vfg- nhE A
g 570l A

(57) A=-2] 4]
A7 1.

|

3T 2.

24

3T 3.

A

AT 4.

244
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3 5.
373

A

4T 6.

A

AT

AFA|

3] 8.
T3

AFA|

3} 9.
T3

A

4T% 10.

A

AT% 11

244

3 12.
Cha

AFA|

3} 13.
Cha

2

AT 14.

A

4T% 15.
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244

3T% 16.

247

AT 17.

A

T% 18.

244

AT% 19.

ApA|

373 20.

A

7% 2L

A

A7 22.

244

T3 23

244

3T 24.

24

4T3 25.
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244

T3 26.

247

AT% 27

A

7% 28.

244

T3 29.

ApA|

7% 30.

A

T% 31

A

T% 32.

244

7% 33.

244

T 34

24

4T% 35.
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244

373 36.

247

T% 37.

A

4T% 38.

244

7% 39.

ApA|

373 40.

A

AT 41

A

AT 42.

244

3T 43

244

AT 44

24

4T 45.
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244

3T 46.

247

AT 47.

A

T 48.

244

T3 49.

ApA|

7% 50.

A

4T% 51

A

4T% 52.

244

7% 53.

244

7% b4

24

4 T% 55.
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244

373 56.

247

4T% 57.

A

4T% 58.

244

73 59.

ApA|

373 60.

A

T% 61

24

AT% 62.

244

373 63.

244

3T 64.

A

4T% 65.
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244

373 66.

247

AT%67.

A

4T% 68.

244

T3 69.

ApA|

73 70.

A

AT 71

24

AT% 72

244

AT 73.

244

AT 74.

A

4T3 75.
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2kA)

T3 76.

247

AT 7.

A

T3 78.

2kA)

o, FA 54 st o) B EE 3 A4 Al (support) & E 38}

rlr
3

W, 4 % glele] 3411 9) E At

4T% 81

A80F -l QholA, Sefdo] Tzl Wy

4T% 82.

A80Fo) gloi A, ol 7] Fol Al SR A AT A E A5, SN BF, Ak, of 2, AT, o] AH5hEHA
71 % ol5el £ iR A5, o] ) FolA a5 347k LR A5, SAAT A A,

C1-10 AW 2, Q343 C1-10 21be 2 o)) Eelolel2, Boloby @ Felolanzeny daus .

4T3 83.

A 80l AM, =of st JAF Z717F 10A o8] 3.

AT 84.
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A80& e 9JoIA, Fo] 0.015%H% 23} 205 %% | wte] ko 2 XA Ao 7} %= W,

73 85.

A8OFl dolA, XA F&o] A1, A2=, HeHA S EF 55, °FH
ZHE A= gy

o
)

I
b

=)
o

i
lo
rlot
%
il
bl
o
-t
2
)
d
el
o

T3 86.

(ot
%
il
it
o

A8 el glel M, ZX A F4o] WEF, ZF, FHlFE, A4, vt2uls, 24, v, d28, FHF 2 )59
Foj7 1E o R NE AEE = Uy,
T3 87.

A 8Osl glol A, XA F&o], Zulo] FeS 7|F 07 to], 0.015%F% 27 205 % | vhe] 350 2 XX Ao 7}

04 B4 HE o], A7t

XT3 89.

A8OF el holA, &4 o] 20T 23 250°C m| ko] 2ol A th 7] WA 400psig(2758kPa)e] ¢F&stell 1,000hr-1
20,000hr-1 W] gke] S o] A|Zbd 714 F3F SR 7)) Aol G35 = Wiy,

T3 90.

RIS 7|A el A

T4 8 le] 9] s A Ao EAatell, 1e]aL

] Zﬂlé— ﬂ f, <h 74] e o5 % AHFA g5 o2t A9

A o,

B A7
Ed

j 4

A717F 10 WA 200A ¢ &, 715
A =4 sk o) H EHek 3 =

20T 23} 250°C Wwre] oA Abaeh IS 26},

._LEJJF'{]I _Q./\]_o] 4 zﬂ I:I

BT 91
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o, 94 FUIERY ALE, A2, 9 S ER 55 2 A EA 550 R o Foj Ao riE dYE S04 55
shit o] R EE S AAAE ek, & A ElA ZebEol A9 Ha 24 =AM AlIF 54 S04 HEol E
gl mol AelE = S 24 =

AT 92.

A1 el glolA, Fol, Pt A717F 10A o]l AAEA EAlets 24 =,

7% 93.

A918 el glolA, Fo] 0.01FF% =3 205 %% PIvte] o= EAshe 24 E.

AT 94

A1l AAM, SZ0A =& EF, 24, FolE, Alw, vtadls, 2, vhE, 28, FHE R o5 THER ]

o]
%ﬂﬁZ%ﬁiTHﬁ%ﬂ%iﬁﬁ

A7 95.

913l 1A, Ejgho] o] 2t 3tE| g, A Thell A 4| ¥l o] A BHE| &, EJEtm A 2]l o] E, ATl £k Bl = o] 59

TR ERESES

¢

3T 96.
A9l Shel A,

(a) EJ& &% AAAE 20 WA 80T LA F BB G0 L T/ EE ALS, A2E, FEHA HEF F
e FEHOoRNE AuE A F5F S} ol o] Soat 4],

4
ps)

e

T

o/

A
tlo

= ol
N

1ol A =2 2atol A s 7| A, B84 d7]FelA 250 WA 800C e L2 7t S E3at
= o AlxHE AR

A 3l% Zull(deactivated catalyst) S 524, Ath 2 5 29| 3ty o) S Eskst= A A 71A 9 EA)stel, 181, &
d 7 A9

418 =4 E= F-Astel, 150 A 500TC o] 5ol A 7hdghe 36k, A91% el mEs 24 AU

1=3
=
=

3T 98.
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A918el oA, A F50], Ful RAE] AA THS 7]+ o =2 5o, 0.015F% 2 205 F% v o] Fo & A}

A91Zel oA, XA F&H(B)0l, Fl 2AEL Al TFE 7o &9, 0.15F% 27 205F% vnte] o=

7% 100.

ofr

A 80F el oA, Bl 't gt A A A 7F 4 =] 200 A9l W19 7] &4 2t vAlvheA B Adved Eletd e 7o
EQL, Abshe e Az,

Jut

A3 101.

A 1008+ glo A, el A g Aol EV} TS-1, TS-2, Ti-# €}, Ti-ZSM-12, Ti-ZSM 48 ¥ Ti-MCM-41=24-8 A¥)
= Aol Arsbeg 3 o) Al 2.

A3 102.

A 808 e oA, Elgt g A A7} 10 T % v vke] AA A o] 4tslE ghs: 3-8k, A7t Aol E4kd Bl gkel, Aks)
Sy Ao A =M.

A3 103.

A 918l oA, Elgt g XA 7F 4 WA 200 A°] HEQ] 7| FE b vAYEd B AdthaA e g A o]
EQl 2kslS- g o] A zu,

A3 104.

A 10330l glo A, el g Aol EVF TS-1, TS-2, Ti-# €}, Ti-ZSM-12, Ti-ZSM 48 ¥ Ti-MCM-41=24-8 A ¥
= Aol Arsteg 3 o) Al 2.

A3 105.

917l lofA, B gk e AAAZF 10 TF% vlvke] A7/ o|ibstElehe hfrehs, Ael7t ol Eakd e, Akst
e Az,
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