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[0069]
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[0071]
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[0074]

[0075]
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[0077]

[0078]

[0079]

[0080]

[0081]

[0082]

[0083]

oagel] w2 WHe] A a) oA FEE A BAY F H54 AYACIE dAY F dA FAA (d50) =
vhgtAl et Al 500 nm WRE, Bt wpEA S A= 400 nm W REo| T, w5 AYAE YA T4 dA AL
54 dolA F Ak (DLS) o o8] 249 S ).

Ast &4 (F%%0) & BE F 7] EZ HEE2A DIN 18128:2002-12 o ]3] A o]}, o} (ashing)
S AZoA 7] ARS AASA; S B, EAEtE ©at AkslEal olakdletaw whA Uit B
o] mE Wl o8 59 v, dad 2AE 55 AACIEY DIN 18128:2002-12 o wE A3} &4
2 nlAs A E 5 % vvk, B vl sAE 3 F%% uvk b wdFsAE 2 339 v|vkolt),
HEZdolEVE AMSE = A, nEAsAE "EdolES Aojx FEAHA I g/EE qhslA Fap iy
of wE WHel oAl b) oA LAgT). woh ulEA A, AHEE 'ZolEEs 97 70 T3 239
A=, 7B v 2E A 90 %Y 29 Az EeE.

2 o] wE e o 59 niE, g AAA FE5 HAYANEE = 20 m'/g, WFEEASHAIE 30 WX
800 m'/g, Rt} vlgh A= 50 WA 700 m'/g, 71 ¥ SHAIE 70 WX 600 m/g o REWHAS JHE F
ot T A AEE v EHAL Brunauer-Emmett-Teller ol whel AL &2k <

g2y 72 AL ¥ H3= BJH (BARRETT, JOYNER and HALENDA, Journal of the American Chemical
Society, 73:373-380, 1951) ©l uwlg} AA =},

Wowmel] mE whge B P a3l 444 35 dedelEs ATdt. NS FuzA A8 9
B, o5 BU EuE d¥st AR 34, A8 ol 49, BYs, BY Az, B¥ 498 2= ol
A AR, FF AAd 8y el Agel Hgd ez Ashs

o F7kel RN, B b) kgl 7] BAE TS 48 B o) 7} elojxin:

(3) &, s, B Ax, B G B dEste] A Sy, A, AA, A 2Ry, gAYy

=
£ 0 geje] g3y 244 5% AAES 55 v,

=% 9 AP fal, eAE RE 9 % A4 AA 2 FAS ARE F 9l BE 2F HYHE RxAE AL
&g U olg|gt T/ TAHE A¥ FAE= o= E9] Ullmann's Enzyklopadie der Technischen
Chemie [Ullmann's Encyclopedia of Industrial Chemistry], 4th edition, volume 2, page 295 ff., 1972 ol
Aol vk, 9F L o)F 4EY] B 4F ZelsE AgSHe Aol wgrdst, o4 42 5

A ARG, $F 4ud, 8 53 2L $Be IA8 8 P28 A2E # A ey, ¥y g9

=
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[0084]

[0085]

[0086]

[0087]

[0088]

[0089]
[0090]

[0091]

[0092]

[0093]

SSS0dl 10-2646969

gA @ el s wyw & v A5 Fol, txa ofErleldl, HA ofEsleld, g
obEEhold, 14, 2o Et tFY wF, D UUE QAL A2 ET AR A2HS ASF 5 an
e, B owmgel b el B b) oA 4 ARele Aol shie xS B g 7

el e e &l b) o Fde ARgEE AL B dEe dEd FHE =dd ¢ v 1714
ek &% W= 50 WA 400C ol o] mE WHe @A a) oA PR AEe g 50 W
A1 300C ¢ 2== ddd gdel =9E & Ao Bo v s, o] A8 ¥z glol 9l a) o

ARSE G g F (kg) o digk & b) oA AREE F 71A B9 (EF 9% vE) ¢ vl ukEE st
AE 0.1 WA 100 m' (STP)/kg, BT} v}EA&A= 0.5 WA 50 m' (STP)/kg, 7V wt=EAsiAl= 1 WA 10
m' (STP)/kg ©]t}.

o] mhE el os), wuh whgreels Saseaste] Bsh Mgl FuEA AgE & A He

)j'_ = O

5 AdAelE1 L Hets deselelEg Gy Hebp dedelsE S5w S g, wrh
s8], 54 Bastssel og LU EAS A FulwA old e ALTIES AL 5 9l
o},

WS A7 G FAF g
A Ao
FREREEES FEIEL P EEE I E

ElelE Azlglglo]lE-1 ALgolE (TS-1; MFI 72 +8) 9 2 3 m &g wks7ldA =3Elen kP
0814058 Bl 9] AAldl 1 o] 453l WS ufpsic), AMEE A FEEe HAE, IFE oikEtA (A
ZAb: Evonik Industries) o™, ARE¥ ElEbg 59 19.0 3% o Ti0, ¥S 2+ Helg-HEGZI®

PR stel=sAtel= 8o (Ti-TPA &) offlth.  Ti-TPA o1& vhaat o] Ax= v

90.1 kg ¢ "ol 167.3 kg 9 40% A4 HEHZ2HAGRF O}O]‘:E/\}O]‘: &M (A ZFAF: Sachem) H
141.6 kg ¢ HEZ Y ZEEEIC)E (A ZFA}: Connect Chemicals GmbH) = 40T oA 1 A|ZF &<k &3l
710l A =Fstadt. ool e LS oF 25T AFA| AT ]ow 80T oA FAE oeres
I/h o] 7 £22 F7 AAsIA. A Ti-TPA €9 28 k& 19.0 3% 9] Ti0, gFolArt.
W7k & Ti-TPA S8 TS-1 @Al A8t

WA k= wk8-7)o] 500 kg o % o]AkgtA (Evonik Industries), 382 kg 9] 40% 4 HEZHZ 2 IR

T slolEZAlolr &N (A ZAF: Sachem), 193 kg ¢ Ti-TPA &9, 10 kg o AgFlglo]lE-1 A= A4 2
1800 kg 9 ©ol&4E Z=As ). FFES 170C oA 3 h ¢ 50 rpm o wwly] Sxw gl oke ub
S71ol A ks, 170C 29] 74 A|Z+& 180 min ©]1e™; 150 min ¢ Wz A1+ % A4S 853}

ek, Wwe 50 rpn 9 W) SR GA AGTE £ ALl
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[0098]

[0099]

[0100]

[0101]

[0102]

SSS0dl 10-2646969

Ag7telolE-1 Al AL 8 wkg7)ol A 500 kg o e o]4bktA (Evonik Industries), 0 kg °
409% 44 HEZHZ2I9RF sto]=FAtol= g (A|ZAF: Sachem) R 1800 kg o Hol b ; gell 9
3 A=At EES 160C oA 3 h 59 50 rpm 2] wHly] = &3] ¢+ W —8— Joll A ¥k T,

160°C 29 7k A17+S 180 min ©le™; 150 min ¢ Wz A7 F, A4S FzsqiTh. wHke 50

rpm 9 WHby] & FHA A ZRE EZ714) A%Ec).
e 18 I 4 F 99 934

OFMELE (60 TF%) & AAlel 1 o 71A1¢ m7bg deelel] pi = 7 744 H7hetal, 49 JAES Iy

[d

Aol A Aatsta FHFR AH A FEE LAE PT S% 420C % o}Enfe]A] &% 1700 min

2 35 Azxste dxz:AZY (59 &% 1100). olojA], HEHOoT Azxy EUS I FHAM 2 h 5
oF A 650C oA &F2A 7T} olgdA 5= *Mﬂ%—% 470 m'/g ©] BET WA % 0.65% ° A3} &4
(550C oA =4) & 7tArt. XRD 4 (& 1) & AAEo] TS-1 ¢ AA % (ICDD #Fx F=: 01-089-
8099) = &Erﬂr% g HoAFRTt. BJH o w& A ot 5 F42 0.23 ml/g 9 35 FI& AT

sk,
AAd 2: dF A F EF g4 (600T)

1o 71AlE o] A= w7k @ (15 kg/h) & W5 7ol 2 mn 3L F(gap)o] 1 mm Q1 2-74 ==
F3t7] 18l 18 m'/h o A&7 e HdE ZHEA v‘i‘#%}i’it}. *i/iﬂ i}"é% 10 m*/h
h o 12+ 3719} A 2=2= At ANe S

Fow FAE AT Azt 912 1.5 m otlddlA SAHE 25w oAzt 5 t&ﬁ} o 9ls 600C = Xé
ATt. W7ol A e vl Ak e oF 680TC Att. HEE-7] o] A AR oF 1.1 s At}
a8 ALl ES Eete oxvkat 47 100 m 2 Aol 6 o BER WzhsE W7 7o (W74 L
25C) & 23] oh®E ¥ Ho 250°C oA e HEA FHEHAT. e NES TAHoz Aoz
A, etad AdE (4.35 kg/h) & FHE F AT olZA FEH AAELS 499 m/g ¢ BET ¥H3Z A

o o

oy
b
B
o
5.
~

ﬂllkl 1o

-, 1o o

_._4

=
1.35% o] A3l £4 (550T oA &H4) A= XRD 4 (& 2) &
(ICDD #F=x= ==: 01-089-8099) & zt=t} o] F=%ltt. BJH of wE Ao o3t 5 £4L 0.3
ml/g o 3= FIE ATt

Al 2 (JAER ZAAld): 45 48 T BF 314 (400T)

AAe 1o AAE vk e (15 ke/h) & WF Aol 2 mm o] fo]l 1am ) 24 wF
71 A3 18 m/h 9 AAUE 9 HUs FAEd RRsdn.  £A/37] 9L 8w
/b9l 14 E71% @A =AU, As 9A 150 g

T 2 2AFA. HES-71e A 3 A4k 2= oF 544C Qi) HES- 7)o A ] A
A #id AgHlES ERae 2xla 3

2l 2% 25C) & Bl oh

ARGozH, Han Y4B (
EWA W 9.0 o H3 £ (

T eSS AT A

]_

L

HI

>

e zﬂéoﬂ*ﬂ TR A NES =70
AT olFA FEH AWAEL 240 m'/g o BET

) = =2 A3 &4 J8, 5 AES F
} 7+ 2 HPPO AlE Whg-oll M) ALg-oll A3tslA] ).

_ir
AAd 30 dF FA F EF 4 (700T)

.“;rkﬂF
.

o ot T
9a

=
~ 2
o o
2
T &
msL'é
o =
»om\;“ﬁ

z Mo
N
N
.Y

A 1o 71" vk " (30 kg/h) & W 270 2 mm o]al o] 1m ¢ 2-4 =&
7] 918 18 m'/h 9 F717F U= E

m'/h o 12} F719F A 22 At A3}k 91X
700C 2 ZA= ). 18- 7] of| A
1.1s 9o}, stad Ao ES

(8 7 kg/h) SR = ddd. olFA F5H A
=39) & 7H3 ). XRD A (& 3)
1-089-8099) & zt=t= AL HAFUU. BJH o u}t

_12_



[0103]

[0104]

[0105]

[0106]

[0107]

[0108]

[0109]

[0110]

[0111]
[0112]

[0113]

=50l 10-2646969

oin

AAld 40 5 @AY F EF sk (800T)
&

AAle 1 o Z]AE w7bg @' (14 kg/h) & WF ZAo] 2 mm o] o] 1 mm &l 2-4 =&F& &3] 53t
71 918l 18 m/h 9 FavF dE HdEl ZUEC BRI F2/37] 39 12.2 m'/h o F4 2 40
m'/h o 12} g7k A 2AEH U sk 912 1.5 m ofollA S4H SET ke Fa Wt o3|
800C = &ﬁfﬁ]oﬁ} g7l e G A4 &%= oF 830C Nt WHS-7lo) e8] AF A7 0.85

s 9} g Ao|ES ¥des QEZVlAE A7 100 m 2 o] 6 m o 22 I4HE W7 1Y
(%ﬂrzﬂ e 5c) S 23 ShlE 3 Hd 250C oA ZE Aol FHEAT 4e WS &A4 o
2 AxRgozy, stad HAYE (4.2 kg/h) & 1L 5 AU olgA FEH AHES 4477 w'/g 9
BET %24 2 0.87% 2 H3a &4 (550T oA =41) & 7M. XRD ¥4 (& 4) & A Eo] 151 9
AA F-% (1D #FZE F=: 01-089-8099) & zrethes AL HAFQU). BJH o w2 Ao o3 35 &

A2 0.3 ml/g o T F3E AFsAH.
Hlae] 3: wlad 1 9 AleolE FEY| 4F

Hlale] 1 o B (1200 g) & 75 g ¢ WY slo]=E A" AEZ QA (Tylose MH1000), 75 g ¢] Licowax C,
1000 g o Ag7F = 8H (Koestrosol 0830 AS) % 350 g o ©o]&4¢} Eirich £3%7]oA E3ts}oict.
FE5" EHS A4 3.2 m 9 HFH ZHoEEZ 3 ¢4E7] (HB-Feinmechanik LTW 63) Z 4=3d}3ict.
101*1 PEES 80T oA 1 ARE &<k Az AfulHlelA HdxA7]a 570T oA 12 h S #E FHu 2ol A

AAd 5: AAld 2 o AeTolE £Fe HF

A 2 o B (1200 g) S 75 g 9 WY slo|=EA|dE AEF O~ (Tylose MHI000), 75 g ¢ Licowax C,
1000 g ¢ Ag7l £ €9 (Koestrosol 0830 AS) @ 350 g ¢ @o]&%9} Eirich £¥7]oA E3atgitt.
FER BEZS A4 3.2 m o HITE ZHEE EF o4=7] (HB-Feinmechanik LTW 63) = <=3},
ololA], YZES 80T oA 1 AIZF B A= ARSA AFRAIZ] 570T oA 12 h &< #E FH oA
S Z T

AAld 6: AAld 3 9 FUE A S AlE

ksl (60%) o odk 2] o At 2 o] AT WA FaEAeH, vk e GEE
o] e Hlud 3 9 Ful 9 g & @%6}%@ s YR wdsta (W] 1 - wgr] 2) A
freo s ZEAZT. Hehs, Hatslaeh 2 BER o]RoX Al 1 9 2ERS 20 g/h o F FHLE
920 g/h o ZrHoR o|Fol A 2 T AEHS A 1 9kg7lo] FFET. S et e A 2 Rk
719 shFel & 4E 4 WHe 93 25 bar 2 {45 T A 2 1ZFT SR HRE o= Bk &
FES T g€z A Z. FE5E 7A A4S 2, z2gd SAlol= 9 Abad dis #45)a,
FEH NA S T2 SAlol= gl IPakstae] fis)] EA4 el 23 h o kg A A & 22y
A 2alol=o] thak 7] MEIALS 91.1% Q). 480 h ¥, Z==F SAfol=d digh AL 97.7% Art.

AN 7 AN 5 o FulE AHgSE Eo) AlY
male] Fua o|EAsE Axel 6 o weh, et e 5 o)A Al FulE ALgstel FAEA.

25 h o ¥k A3 A7 F 2 Aozl tid 7] JeAd-e 93.5% ). 480 h §, Z2ddl SA}
ol=o] th3t MelAle 98.6% AT}.

_13_



10-2646969

s==4

kg PO/kg cat-h

0.21

0.21

¥ 1

S(PO), %
480 h

98.6

Oh AIE EtS2l 21t H

=
=

OH ("ol 3)

A0 7:

1:

A0 6:

=
=

o]

ol
il

OH (& AlOH 5)

=
=

i

[0114]

o))

sho] e 2-4 o] Ko

A

Hlate] 1 3} o]

[0115]

ol whe} Az
(PO) 2] o

T

A=)
=

=

L
Alol

mf (] aLel 3)

=
b

= Azxd

k)
w

.

A7

=

=

71 A

[0116]

Al

3
=

=

or

Aqr

™

sloll A 480 h ¢ 2Hg A7t

T

o 1Tk 0.9%

bl el &
Eehy Aol Ex

S

~N

Fol, &) Al

A5

=
=

gl

& ek,

G

{

&

=
=

-

N

of me} Al

o
Eel

wK

ICDD dlo]EjH|o]2)

_14_

A :

3

01-089-8099

88413
. Lamberti, C., Bordiga, S., Zecchina, A., Carati, A., Fitch, A.N., Artioli, G., Petrini, G.,

Salvalaggio, M., Marra, G.L., J. Catal., 183, 222, (1999)

Elekes Hebw dE|7ietolE-19] A Holg (

x IE:
ICSD ==

[0117]
[0118]
[0120]
[0121]



SS50l 10-2646969

[0122] o] B
WS h |k |1 |d[A] 20 [] 11%]
1 0 1 |1 [11.47140 |7.908 100.0
2 1 0 |1 [1117140 |7.908 100.0
3 2 |0 |0 [10.07340 |8.771 33.7
4 0 |2 |0 |997825 |[8.855 36.2
5 1 1 |1 |9.74800 | 9.065 17.1
6 2 1|0 [899270 |9.828 13
7 2 |0 |1 [8.05720 [10.972 0.5
8 1 2 |1 |744190 |11.882 11
9 2 1 |1 |7.44190 |11.882 11
10 2 |2 |0 [7.08909 |12.476 0.3
11 0 |0 |2 [671210 |13.180 4.1
12 1 0 |2 |6.36799 |13.896 8.3
13 1 1 |2 |6.06662 | 14.589 1.0
14 3 |0 |1 |6.00599 |14.738 9.2
15 0 |3 |1 |596048 |14.851 6.0
16 1 3 |1 |571559 | 15.491 5.5
17 0 |2 |2 |558570 |15.853 5.7
18 2 |0 |2 [558570 |15.853 5.7
19 2 1 |2 |5.36799 | 16.501 1.9
20 1 2 |2 [536799 | 16.501 1.9
21 2 |3 |1 [514575 |17.219 0.8
22 3 |2 |1 |514575 |17.219 0.8
23 4 [0 |0 |5.03670 |17.594 24
24 0 |4 |0 [4.98912 |17.764 3.4
25 4 1 |0 |4.88356 | 18.151 0.4
26 2 |2 |2 [4.88356 |18.151 0.4
27 4 |0 |1 [471570 |18.803 0.1
28 3 1 |2 |461852 |19.202 2.4
29 1 4 |1 |455547 | 19.470 0.3
30 4 |2 |0 |4.49635 [19.729 0.2
31 2 |4 |0 |445787 |19.901 0.5
32 3 |3 |1 [445787 | 19.901 0.5
33 0 1 |3 |4.36632 |20.322 3.0
34 1 0 |3 [4.36632 |20.322 3.0
35 4 |2 |1 |4.26355 |20.818 5.0
36 1 1 |3 |4.26355 |20.818 5.0
37 2 |0 |3 [4.08941 |21.715 11
38 4 [3 |0 [4.01553 |22.119 1.9
39 2 1|3 |4.01553 |22.119 1.9
40 4 1 |2 |3.94894 |22.497 0.3
[0123]

_15_



[0124]

41 4 3 1 3.85926 23.027 30.6
42 5 0 1 3.85926 23.027 30.6
43 3 4 1 3.82578 23.231 23.6
44 0 5 1 3.82578 23.231 23.6
45 1 5 1 3.75861 23.652 10.4
46 3 0 3 13.72380 23.877 15.6
47 0 3 3 |3.72380 23.877 15.6
48 3 1 3 ]3.65139 24.357 12.3
49 1 3 3 13.65139 24.357 12.3
50 5 2 1 3.59942 24.714 1.2
51 4 4 0 3.54454 25.103 0.1
52 3 2 3 3.48877 25.511 1.8
53 2 3 3 3.48877 25.511 1.8
54 4 3 2 3.44594 25.834 4.1
55 3 4 2 13.44594 25.834 4.1
56 5 1 2 3.40404 26.157 1.0
57 1 5 2 13.38191 26.332 0.8
58 0 0 4 13.35780 26.524 2.2
59 6 0 0 13.35780 26.524 2.2
60 5 3 1 3.34523 26.626 1.1
61 4 0 3 3.34523 26.626 1.1
62 0 6 0 13.32608 26.782 2.1
63 3 5 1 3.32608 26.782 2.1
64 6 1 0 13.31043 26.911 3.6
65 1 0 4 13.31043 26.911 3.6
66 5 2 2 |3.26581 27.286 0.6
67 1 1 4 3.26581 27.286 0.6
68 6 0 1 3.25744 27.357 0.7
69 3 3 3 3.24744 27.443 1.2
70 2 5 2 3.24744 27.443 1.2
7 6 1 1 3.21490 27.726 0.1
72 2 0 4 3.18399 28.001 0.7
73 6 2 0 13.18399 28.001 0.7
74 4 2 3 3.17173 28.111 0.4
75 1 2 4 3.14203 28.383 1.2
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