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G.75 13.10 4.4
.93 12,75 7.2
2.29 10.67 6.4
8,73 10,12 a7.1
10,14 8,72 5.2
10,90 g.11 1.9
11.56 7.65 43,1
12.00 T.37 2.4
12,23 723 15.8
13.01 G.80 7.4
13,45 G.58 26.0
13.85 .39 a0, 7
13.592 .34 a7.1
14,49 .11 15.6
14,63 6,05 8.6
14,80 5.98 9.6
15,00 5.490 13.5
15,38 5.76 9.4
15,87 5.58 n.7
16.15 5.49 24,8
16,60 5,34 6.0
16,99 5,22 0.4
17,44 5.08 11.7
17.67 5.02 100
15.04 4,92 3.3
15.57 4,78 50,2
13,81 4,72 46.0
19.52 4,55 6.6
20,10 4,42 28,3
20,36 4,36 8.9
20,74 4,28 20,3
21.10 4,21 41.2
2l.41 4,15 12.5
21,74 4.09 13.7
21.91 4,06 10.1
22,09 4.0z 8.7
22,37 3.97 3.0
ce. Bl 3,93 15.8
22,89 4.88 3.5
23,31 3.82 11.8
23,48 3.79 15.4
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o 53] ]3]

Azl 53 A%

ool tE FAldelA, A7) dojw detawe] dul AL Al FAF dFS5AH(DSC: differential
scanning calorimetry) CTho]o]ZL3hellx 59TColA 3z 2 89.0 J/g2l A3 < (associated heat)S e A 1
e Fd @4 111TeA 92 2 15.9 J/ge] A 9S8 2t Al 2 58 59 dA vl 117CoA H3 2
43.5 J/g®] A 9& zt= v @Ak 199CeA 100.4 J/ge] I IS zk=
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g slak e Aol A, 2 el Wekarle] odut AA

Ao o AR Pxo EASE B B /g
o

5 13t 4
o = 12014 e T6A tholol 1@e 2= Aot}

A FAde A, 7] Fojd Wefawle] du AAHHS A% Ax WHe a) B F FH 19 Wgaw degdo
25EH dgtad s 53k dAE 85 S o= 3y

A FAAelA, Hetagle] L AP digt 5 WH(HA a)> 9 de~"e] 6 ml/g WA 100 mL/go
2 ¥3Ee B Joz FyHEg. vt FAldelA, v gt A gt g5 WUH(EA ) 3
Wgl~elo] 20 mL/g WA 100 mL/gl 2 XE3E &=

gl o pAldelA, Wepa'e] duk FEHE A 5 YHEA )2 &7 dAE E£FIT a') 40T
WA 95CE Eddshs 2=oM = T WUaad Jd 19 2d=s 7Hdsks @ a") @A a)eld 59 &
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[0034] AR FAAlA, Ak AP Ax WL o] GAlE 2k 2AS Wl ad) &, d& R o
7]e %%L%Oﬂ ‘ﬂéi}i‘ﬂ% 15C WA 35CE 23she 2&cA &ajA7l= Sl a5) 2437 dojubr] Sl el

WY egelg ek v W a6) %
Fahs Seaael 8 A, BP%‘A%}?H% 7 Sl Sls) A
W 74x], GAl a5)el M FEH AAYES 25T WA 40TE Ll

[0035] ool dekade] dup AAHFE LS = 100 vk X4 3dx=, = 110 yERd DSC tholoj iy B = 129

[0036] 2 Wgo] A 9.6; 12.2; 13.2; 15.1; %

Jom sk olEtEhal Bl

8
X—*.‘?_ s +u<>}_ X-d HEE 2te A

[0037] ole} AAE L e X-A AR Cu Ka A (1.5418A)e 4 =349 19.7; 20.3; 21.5; ¥ 23.4 £ 0.2 &
2 AElA EAAQ F3E o q4sts AL EHow vt ®wry AR oE | Ay oE AAYPY S w3 x-4
EAR Cu Ka A (1.5418A) A =39 14.0; 16.8; 17.5; 18.2; % 255 + 0.2 &= 2 AgdA 3=
o sl XA EEE zhs A4S 5o 3y
[0038] B oakmo] Rlghasl o) o A4S ® 300 YEH X-A AEE et AV AdEE Fg 7)Ed TAE
2 e wekade)] A-gshs AR Aolsiul. HEtagle] Ayt olel A4EE s7] el yeld X-A
B A TN 2 AlE =, 26 (7 )9 g9 FdY, a9 dHS e 2SS EFow I
20 diA) [ O
=) (%)
8,37 I0.56 | 41.0
g.E5 g. 26 E4.9
3,74 q.08 ]
I1.4017.76 4.3
12,18 | 7.27 59,7
3. 19 6.7 g2 T
[3.95 | B5.35 IT.Z
I5.07 | §.88 F2T
6.9 | &5.28 I&.0
7. 49 15,07 =1.0
7.7 4.95 ]
18. 18 [ 4.85 Ze. b
19. 18 | 4.63 100
I9.67 | 4.51 =67
0. 16 14,40 a4, 0
20,34 14,37 53.9
20,83 1426 !
21 B2 14,13 L]
23,95 | 3.81 EG.5
24 75 | 367 4.9
24,51 | 3.63 .0
24 T3 1360 5.4
2546 | 3,60 IT.1
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[0040] 71 Aejd "] def AP AR A dFSAH(DSC) tholoj el Al 137TollA 9] I3 H 35.4
J/g9] AndE 2te Al 1 He F9 @4 thaol 198ToA 13.4 J/g9] AwdE zba, 200CoA Ha
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SES06l 10-2657147

JE} BA ER MBS wolX oA Al Ei

[0053] o) A 6 e saehy ws) AW A 9 ] W wEkapls, slaE u Ay A
9 oAEd elzs] MRl b v, W Sel=r] wande 4 AR 9 FEes] AR o]Folx]
Fomie dug delzr] M Aray] 9% ook AXE g 4] AelE Weswlel o w: oE
Jeje] wrol w3k Aotk

[0054] BoAse 2o vled BANA 2 UE A7e 249e $As

[0055] whebd, Welawe] e e 249

20 did) | D
(=) (%)
3. 10 2965 [ 453.5
5. O6 14,85 [ 100
g2 g 54 44,5
g 54 g9 27 5.0
1008 [ 8.77 19.9
1025 1863 18.9
085 [ 8. 16 0.2
I1.40 | 7.7TB I6.E
1254 | 7. 17 13.5
1294 | 5. 84 5.2
14258 5. 20 Tz
I 05 [ &89 I6. 5
1603 [ 553 3.8
I6.49 | &35 !
I5.89 [ 5. 25 T3
5. 16 | 4.88 49,5
15594 | 468 3.3
20,07 14,42 5.0
2093 14,24 2

21.8d 14.07 8.9

[0056]

[0057] 7] Belw e HE AAHFLE AAF FAF dFSAHDSC) tholojafo R 76T A 3 H 168.8
J/g9] A3dE 2= Al 1§ T @, ool 9T e 93 H 44.0 J/g9] A 945 2= 2d dY S
Uetdch, §e g dAe wd 154ToA 93 2 13,5 J/gd 93 98 zta, thee] 197°ColA 0.3 J/ge
A 9 Ze F9 A4 2 204TolAM 103.6 J/ge] 93¢ 48 ZE vgE 54D Ao s vekg. E3, Az}
€] W} A4S & 140 JERG DSC Trolo] @S 7=

Lk
[0058] A7) Aow det~8le He A4S dFF BA (TGA) g3 folzl tholojazlel| A 30TCHE 91T7HA
% r

[0059] Hglxgle] 2 AFs 2438e dg 2 o ol & 169 YEhd X-A IHLEE zre=t). A
des Y Y o2 Pl Wdetago] ASete Idrel Aolsith, Wetxade] A3k Wel 4

T
o
e
o 2
X
M
=3
o
i
H
2
>
[\)
X
Ku)
ki
[\)
[©)

Ce] @9®2 xdY, va9 dEe Yehe
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[0060]
[0061]

[0062]

[0063]

2o diid) | D
() (%)
b.en [ IBTS | 225
o.oz | I0VU5 | 100
9.07 [9.75 [16.4
985 (5.9 |[b.4
1057 [8.97 [ =24.5
Io.es [ 5,15 [I1.3
1255 [ 708 [1.5
L3 10 (B8 |[b.4
13,358 | 6.6l a7, 3
1453 [6.10 [1.2
1588 [ 5.50 [ 34.0
1723 [ 515 [11.5
IV.bo [ 502 | 1B.2
179 [4.94 [ 55.6
Ie.bd [4.70 [ 4.9
15,92 [ 4.69 [43.0
19,37 [4.50 |4b.1
19895 [4.4d5 [ 5B.B
U 5 [ 400 [ Al
0.8d [4.26 |=B.5
2108 [ 4,21 21,3
2123|415 |22 6
2185 [4.04 4.1
e d5 [ 3,98 [ B.1
23,7 3.7 [ 1.b
24,74 [ 360 | 1:.3
b bS [ d.ad [V 1

71 AAEE T 71 T4
2 243 7] ;o UE
e 2ls 53z @

_13_

H(DSC) thelo] 1ol A, 63C
ol 101.6 J/go] AAHS] ¢
%= 179 vhERd DSC tReloj RS

ogf dojxl tholojrElel A 30CHE 87T7HA
% 1894 vbERA TGA thojolL

14H%X%ﬂ§ﬂ
SERNE

%ﬂﬁ_g%%,ﬂaﬂ

Col A

5

10-2657147

3 2 117.8

A A3 AA= 27)9]
Zt=tt,

[
%-]E’_ N -

=g 2eg 4

Zr=

©:

At 44
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[0064]

[0065]

[0066]

[0067]

20 did) [ Tk
{° ) (%)
556 1588 [49.1
516 [5.668 [II.1
5.4 [59.39 [Z.8
0,31 [8.58 [35.3
0,92 [5. 10 [&.4
IT.IT 7.9 [I.7
T2 749 [I.B
247710 [I.6
[3.95 [6.35 [Z2.4
6.1 [5.48 [4.5
I6.36 [5.42 [ 24.10
6,73 [5.30 [23.2
6,89 [5.25 [ I5.7
T35 [5. 10 [B.5
I7.91 [4.95 [15.4
I5.35 [ 4.83 [ I00
2016 [4.40 5.6
053 1431 [B.3
2108 [4.21 |[B.4
2155 1412 0.6
21,84 1405 [&5.5
22,42 13.97 1.9
22,85 389 [ 157
23. 171384 [O.7
= =i = i -
24,00 1371 1.3
25 B3 1347 1352
47 Aol Wade] A4
185.3 J/gol 93 d& e
e vepdt. we 29 d
J/gel ¥ d& 2= 52 4@
Aetagle] Ae 243
371 Aeld Wekade] A
15.009] &% &4< vekdct
deEtaEe] v At AdYgE
7] FAdEE FY vledd ¥4
A AP 8] &l yEhd X-4d
e e 5408 s FREZE &

_14_
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dolx thololigel A 30T HE 85C7HA
21014 UERA TGA Thololz1elS zhi=t},



SES0l 10-2657147

2o dlA) [Tk
(=) (%)
T.O00 | 12.52 | 20.5
931 [9.43 | 7.5
003 [B.82 [50.0
T 12 [7.95 | 4.1
[T.05 [7.40 [1.9
[ZET [7.00 [I7.1
310 [E.76 [5.4
404 [E.31 [10.3
421 [E.23 (2.0
[ZF [E.0F |FO.5
530 (579 [ 9.1
[E05 [5.55 [12.4
[EFd 533 [1.5
.84 [5.27 [ 2.0
705 [5.20 [I6.7
779 [4.98 [23.5
500 [4.90 [9.4
524 (405 (4.7
[540 (480 [ 0.1
[5.88 [4.70 [ 7.2
015 [4.64 [15.3
007 [4.45 [4F
DO15 (4.4 [ 2.4
D057 (4.30 | 2.3
P17 (4.2 129
DT 45 (414 [2.2
DT E9 (410 | 7.3
D205 [3.95 | 1B.0
DTET (3.9 [ 105
oZ Ol [ 3.05 | 3.7
730 355 |50
D9 [ 3.7 [ 10.2
D471 [ 3.5 | 100
[0068]
[0069]  37] Ael® WekrRel gk A AFFES A% FAH AFZAWOC) theloj 1A, 0TAH W= R 51.0
gl AT AL 2= A 19§D @Y ool 201Ce1A 87.6 I/g) A AL 2= Al 2 FA A4S
BT, ma, Wehade] e A 24P 236 LpEhd DSC tholo]2ale Zht,

]_
A A48 dFF 4 (TaA)d 93] oAzl thejojizlo A 29THE 90T 74

00701 7] Aelm wepsmel ghvp
o A48 % 240] e ToA Holoj e 2t

A
WEE I, ok ® 25 e X4 HAEE 2ed. 4

[0071] Wekrwle] o Alardk 2482 vl B ¥ e
71 g AeE T lEed $AE vE Fue] Wi sk sdeet delatrt. Wekade] Algtdh zinp
ARgL s7] mol e X-Ad 2 TollA 2 AlEt &, 20(° )9 WelE xdH, 3] des e

_15_



[0072]

[0073]

[0074]

[0075]

SES06l 10-2657147

20 dia) |2

{“) (%)

520 6.7 4.3

g.0d4d 9.7 [E3.S

.86 [ 8.97 [30.0

IO I3 1873 [22.2

I0OEE 836 [3.5

IT.74 1754 [EB.E

125391714 8.4

I3 1Z 6.7 1.2

I3 658 [6.47 |B.E

IRI3 R85 [3.4

I 84 [&. B9 0.7

1553 [543 [Z5.7

I'TEE [R.05 162

I5 131489 [8.E

I8 50 14,80 I5.4

1907 [ 4. 65 1a0

1980 14,45 [40.4

IR RN

20.90 [ 4.25 0.4

2116 [ 4,20 22,3

21,86 [ 4.06 15 Z

o Ba [ 3.92 2.4

RN ENGEREN

23,93 1372 1.8
7] AeojE Wekxwle] 7wl B AA Y2 AlA FAF S (DSC) tholoj oA, 82TelA e H= 2 35.9
J/gd A 98 zt= A 1 5e 39 FA v 203TAlA 95.1 J/gel a3 4& zte= 4 2 39 d4S Y
bt w3k, detade] 7ul B 2R © 260 vERd DSC tholo] 1S zh=t),
A7 Aoldl Weglade] 7iul B AAH L AF5H 4 (TGA)ol ols] FojA trolojrzloA 29T H-EH 116 C71A|
13.0%9] F% =45 vepiok. =3, detase vl B 443 £ 279 vERd TGA tholo] 1fE Zte
Het~"e] g2 2qfet 242 At 2APom WHs L, o &= 289 Yeld X-A 3ARE et A7)
A=E T 7o TAE g Fuo Hawglo] ASs FdHTe Aol HElaE e *Tﬁz A€t 2
AEL 37 Fol YEH X-A B Az 2 AlE £, 20 )9 @92 A9, A9 eSS Yehye
AE 5oz st}

_16_



[0076]
[0077]

[0078]

Zo d{i) [ T
(=) (%)
FE 11.39 ] 100
o, 94 4,90 ad. 5
10,45 15,46 Bd. 3
1063 | 5,32 41, 1
11,649 | 7. 5Y 15,0
12,95 | &.85 Tl
13,60 | B.EI 21,7
14,65 | B, U5 B4, 4
15.07V [ &.88 .9
15,68 | &.BH 21,6
.25 | b, 44 ad,
16,53 | 5. 56 2.5
17.64d [ &.05 1.k
18.04 [ 4,92 11
18.25 [ 4.86 37,4
18.61 [ 4.7 0.6
19.64 [ 4,54 3.7
R I ab, o
2069 [ 4,29 13.3
21.01 [ 4.23 1.7
al.37 [ 4,16 a4.4
21.73 [ 4.09 8.5
21.99 [ 4.04 I6. &
de 3 3,97 B0, 9
se o | 4,84 12,4
23.10 [ 3.85 5.1
23,25 | 3.83 1.2
ad.ad | a0 o.h
24,18 | 3.68 9.1
24,37 | 3.6k B.9
“h 12 [ 3,64 1.1

A (single- crystal) X-
(pentahydrate)el %

SES06l 10-2657147

A2} FAF EF é‘ﬂ*(DSC) tlolo]j Mol A, 70CoA Y ¥3 2 506.5
A%, 6 J/g] A% E& Za, 201CoAA 4.6 J/ge] A
49 A, DP%OH 100.2 J/g9] 4= <4 =4 3 39 a4

P& 5= 299 Lhebdl DSC thelol i et

_17_



[0079]
[0080]

[0081]

o
J
Jm
Qﬂ

F A& Empirical formula) C.: H-H 0

=X RS EB

= 1oz K

uf-EF 0. 707 A

ZEEH A (crystal systen) SrArE A (monoclinic)

Lt Bpace group) P2l

CHE FAT ZOrOTH a = 11.4abk(5) A o= H0° .

{(Unit cell parameters). h = B.5007(4) & p=199 765(2)° .
c = 30.4880014) & =+ = 90° .

= 1 SHLd B2 A S

& 4

O TALEA I 754 He/n3

=T A=+ 0.091 mm-1

Frooo) 1200

EEB=r 0. 196mm = 0. 200nm % O, 309mm

AEF B 5 (Theta range)

2 430 WAl 31,4657

A5 B Tndex ranges)

—lb==h==1b, -li==k<=17, -dd<=]<=44

=Y B

(Reflections collected)

10254

=g UE

{ Independent reflections)

dbbl [Riiat) = U, 0553]

AEF = 25,247 2] HAEAT
(Completeness to theta= 25.242¢ )

99, 5%

10-2657147

A B Full-matrixz least-sguares on F

ool / A%Eirestraints) /S wdl | 96RU S 15 /S d05

0] E

Foo tHsF X {Goodness—of-fit) | 1.040

FHE L A [I=ZAJTORT] Bl = 0.0484, wRZ = 0.1043

B A= Hl = 00700, wHe = 0. 114dB

=2 A=+ nia

w3y 2 I AV (Largest | U452 2 -U.297 e, A -3

difference peak and hole)
ol Aw 2l At WMo "85l (comprise)"o)EHE wo] @ I WEE e v EF, HAUE, T
QA EE GAS HiAEE AR oLnx g rek, "¥oslE"ge gole "o]F X (consisting
of)"9 A5 o2}, B U FUHQ H4, o]d ¥ B2 1 wwo] Mol HEAM JPAtlA B
WM A ALY 2 dhgo] AAlo o] H52 4 At). dr]e] HAAld 2 =He oA 3 WHoRA AFEE
Aolw | H dtys Atz s AL ollu, =wy #eEE FHE 7E 2 Y Zieke IAx e
Ao HEAAS TUMA7I7IHE AY Bolm AT WHE Agsie AoR SFHAME <tEY. w3
2 oubg & o] Ao AW At wighE gk AAde] BE sbee 23s st
EHe] 7l
T 18 EFY 7% TANE WA 2AE 19 -4 B 3o gu(FE, AEFFE) U 4% 2-AE
C NS Yepdg
T 2 F 7lEel ¥R E welade] ZAY 19 DSC FAS YERAY
= 38 29 7o wAE depade] AAE 12 TGA tholo] 1S et
T 4= Y e wAE Wagawe Z2AHY 29 X-A B¢ 3EHY A (FEFHE) U 4= 2-AE(C )S

_18_
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s==4

epie

X
Ho

epie

ZH o
=

gl AAY 29 T6A thelo]zL

Eal

))&

E) ol A& 2-AEC

TH

epie

ZH o
=

de] 249 39 TGA tholoj

2}

=]
=

1€

S

Ho

g g

))

E) o A% 2-AE(C

i

o]
S

M T

Aol T6A tholo] 13 € Liehiey.,

T

epie

KeN
=

)

E) o 72 2-AEC

5

i

o

epie

KeX
=

o wlet A Fe] A tholo] 12

epie

KeN
=

))

E) o 72 2-AEC

3

i

o

3R] TG tholoj 1S Lhebdict,

T

epie

KeN
=

)

) ol ZHE 2-AERC

Hr

epie

2o
=

o] TGA Tholo]L

epie

KN
=

))

) W 7= 2-AlEHC

i

24%= Wehagle] Zhuh A AP e] T6A Tholo] 131S LpebT),

puy
_

epie

S
=

))

) ol ZHE 2-AERC

il

278 Wehagle] Zhul B A @] T6A tholo] 131S Lpebic),

sy
il

LERAT

S
=

)

(FE=HE) W 2= 2-A8H(C

S

5

il

ehie

S
=

))

(BEGFEE) o) 2% 2-AeC

S

5

il

o

ehie

S
=

o) ot A Fe] A tholo] 12

A7) e FAF U

Ugs

[0082]

ES

el
=

@A Cu KaWARA (1.5418A4)

4] HE(low absorbent films) A}o]ol

=13
=4

W7 240 EElu|El 9] PANalytical X'Pert PRO MPD &

pi
L

X-Ad 3de=

[0083]

e

W

)

<a

A A< (focusing mirror)o°]

ES

s}st4 F-x(transmission geometry)<}

Fyshe 7]
(convergent beam) T+FZE 7}

B

gloll ~E AF Afe]

9 %

(micron)

=
=

7] AlZE 3.6 1=

_19_



[0084]
[0085]
[0086]
[0087]
[0088]
[0089]
[0090]

[0091]

[0092]

[0093]

[0094]

[0095]

[0096]
[0097]

[0098]

[0099]

[0100]

[0101]

[0102]

[0103]

SES06 10-2657147

of 4

jiad
hinss

L e R e e o el A E =

Cu K WAk @ (N =1.5418 A).

2Hs A& (working power): 45 kV - 40 mA.

0.4 J2vEl Fole] YA Wl &3l(incident beam slits)

0.02 gt)¢t 42 (radian soller)9] YAt & 34 &=

7+A17] = A (Detector PIXcel): A o] = 3.347°
@Ae] A717F 0.026° 26 1 2 WA 40° 269 26/6 27 B BA G 7632 AL,

59 AR XA 2 84de gl (FECORE) W 7= 2-AEC ))S YEiY.

:;:

S-A4 X-A 3] FAEE ohF B8R (monochromator) 9 PRl A& 24 Mo (A = 0.71073A)7} 42 =
D8 Venture ¥-Z274 X-4 34 IAA(SCXRD)E AH&3te] +53FIth. AFol(margins)& SAINT ¢ E]FE AHE-
3to] Bruker SAINT A Eoj9r SHEAUTE. dtlolH = tha-27 W (SADABS) & AR&-ato] <7 afol tisiA
BAFEATY. FZE Bruker SHELXTL X Ego] #7]2](cf. George M. Sheldrick. Acta Cryst. (2008). A64.
112-122), ShelXle Version 4.8.0 C. B. Hubschle® HZA-AlF9o Z-wjE8~A ¥ (full-matrix method of
least-squares)< 918+ ZFE ZZ 1 (G. M. Sheldrick and B. Dittrich), SHELXLE 1% Qt 2§ A&}
olEiHo] 2 (cf. J. Appl. Cryst. 44. (2011) 1281-1284), 2 ZA AA F=x ZZI#:(crystal structure
refinement program) 2 &A= A=A,

A=} A} DA (DSC) tholol 1@ Mettler-Toledo DSC-822¢ F&Alo &) +E5HAUT. 23 =4S &3
2ok B3 40p 19 &FHE =7, 50mL/EY & 2 10T/ 718 £5E 2 Ax A4 dy). 424
= X 99.99% JwoE HAET. DSC FAS A7 2o g 4 & ()& dERdTh. toloj g
1 A4 (CEX0) S HEeR gdgT.

d5F A (TGS YeldlE= thojojasie B3] 7019 ¢Fv)5 =71, 50mL/#9] 4 2 10C/&29 71E
L2 zh= A A4 ]S AFESHE Mettler-Toledo Toledo TGA-851e B3 HE FFX]o] ol&] F5=HATH
golojamde AlRE 71Ee ), Algo] HIFHSH(TCA)ERE ofyel, Ueja:(mg) W C(2E)Z FAIE SDTAZ
e

ol 2 oofel Hejeo] & e Fako] i HES(H)E FAE Z MY (KFT)ol wE R Ao o)
FELAT. gyl AAGLS A D oF 67%9 A FEoA 2447 e FATk

A4y 2, Iy 2L ol e dx A7) SAHL 1A kol 93 Malvern Mastersizer 3000 &2 xF =7]
7S AFESEe] oA 3 H o] 5T,

Hlue] 1, ggtrele] AAY 12 AZ

" 1A

20 mge] Web2¥(0.043 mmol) S A2elA] 1.0 mLe] olgk&o] &aA7]z &ulE 24413 B¢ SEAHL,
,uksd 240 dAHI oJFsnt. = 1o yEhd 3dEE X-A 3 B Aajolt),

HH 1B

20 mg®] WeF~RI(0.043 mmol)S 60TCelA 0.5 mLo] HE-E &3A7]a §NS Ao EEd wj71x] A A3
WA, 24430 5, AAZF AASHJAL o]0l oHgt F dFste] AxAZT. = 1 yehd ==
X4 24 24 Ao,

HFH 10

20 mg®] WeF~RI(0.043 mmol)S 70TCelA 1.8 mLo o&h-&e] &3A7]a §NS Ao Edd wj71x] X435
WA, 24430 5, AAZF AASHJAL o]0l oHgt & dFste] HAxAZT. = 1 yEhd ==

X~ 88 24 Ao,

of Wl o8l 58 24F 19 T ol AR SR IS B4 At 37 AR SR FFL
m
=

_20_



[0104]

[0105]

[0106]

[0107]
[0108]

[0109]

[0110]

[0111]

[0112]

[0113]
[0114]

[0115]

[0116]

[0117]

[0118]

[0119]

[0120]

[0121]

[0122]

[0123]

[0124]

H}H 1D
20 mge] W#AE(0.043 mmol)S 82TolA] 2.0 mLe] o]AxZ 2 <FHo| LeA]7|1 §NE Ao =3 w7t
A AA B YAAH . 2443 $, 2A 7 AAFSE YT o]ojA gk & xFstel| AZAF Y. = 1o et

SdEE XA A 24 Aypold

-2 AR 998 AA 3 E (uit cell parameters)©] —Eréi%, H]ﬂ@“ el 7ld4E des 59 2
Xé%‘ 12 Fd 71 F9 53] EP1505066B1l 71 AAE 13

Hlad 2. WekAele] AAY 29] A=

HEH oA

20 mge Wat~ele] HE 24 S (0.043 mmol)E 70 1Ql ¢FuE =rhUd Frbeta, AA ] F TGA &

2] oto|A] 71T, L= 30CoA 198CE Z7AA T, 271 B9 10T &2 4383590, o= 198

CollA 287 £ F A2 WA AL, = 49 vehd sdEE= X-A 313 4 Ao, TGA 4L 30T
I

S} 191T Atelell A 0.5%9] T #F4E Wepn,

O

H-H 9B

A48 2+ Wexde] HEe 443 100ge 2 folA 71Ag B 205 AFste Az, F5H AEYES
1zt A717F d10=4.3 mm; d50=27.0 m 2 d90=103 m7} 2 wWj7}A] Retsch ZM200 22 LEg 94 W(ultra
centrifugal mill)ellA E3}Sc}.

20 mgd We}~E(0.043 mmol)S 60TClA 0.2 mLe FEEZEZE(CHCly ] A7) RS A Lo TS
g YRS 11HA A8 YAAHY. 6Y F, TAF AHIEHY T o]ojA] st & FFstel] A HT
T 79 Y 3AEE K- 31" 24 Aol

H-H 3B

0 mg® WF~E(0.043 mmol)S 60ToA] 0.2 mLe F2ZIZE(CHCLy) O €A 7], 98 117 {NE A A

CREENEER Agozny §ae AUART. 69 &, wAst AFSHYw olold o ue
Fafol AEAAT. E 7o) ekt SARE X4 54 B4 Aot

1.0 mLe] Helld olH=E A2olA 0.5 mLe] E2ZFEF (CHCly) 5 100 mge] W2k2=%(0.216 mmol)-&-<Hel 7}
Sgdeh. ol 0T WAA7I3 24 Fol WAl 37k AAAUT. 2 F, wAE oAz AFdel 2
ZAAY. % 79 JE s ARE X-A 34 24 Avjo|r}.

HH 3D

50 mge] WEF2¥(0.108 mmol)S 0.3 mLe] FEEFE (CHCly)ol FEAZT. dEdS ALox 24417 Fo
A& ow whksiltr, TA7F AA S o]ojA] AIpgt & FAFstel] ARAFHY. & 79 YERG IAEE X-
A 3d B4 Ao,

H-H 3R

100 mge] WEb2# (0.216 mmol)=S 60Co]A 0.65 mLe 2 ZEE(CHCly) o A7l §NS Ao T

W72 MM E] WA Z T DA A o]ojA gk & X Fal .
X=2d 34 24 Adtoln, TGA 412 33T} 226C AfololA 0.7%0] TF 45 HEpdth,

]

of ZlAE Wl o 5% 2A4Y 32 T V1= ¥ 53] EP1505066B1°1 7A€ AA
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[0125]
[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

[0132]

[0133]

[0134]

[0135]
[0136]
[0137]

[0138]

[0139]

[0140]

[0141]

[0142]

SES0 10-2657147

Al 1. Hlgkxwie] vt AAFH S Alx

REEET
20 mg® ‘E’iﬂ‘ria Fel 100.043 mmol)S 2.0 mLe Eo dEAFY. F£5H dHAE 0TCY =2
e, Aed =g wzx] JAS FAAAT. dEgAE Ao 7243 e wHkehEA Flh.

5. asa T S olran sl ARG, F 109 Jeh SARE x4 24 dselt

100 mge] Wet~8 ) 1(0.216 mmol)S 2.0 mLe] Eo] FAEANHT. 58 FegAs 90°C91 Lxz 7t}
3, Ad med yziA] AAe FAAHT. dgde A2 72413
A F TAE APt FAFstel] AXAIFTH. = 100] YERA FJHEE X-A

H}H 1C

100 mge] Wk2gl e 1(0.216 mmol)S 0.6 mLe] &l AEYAHT. 58 dgqs A4 72412 &< 1

watm g Fouk. 2 3 dgd F uAE ot Qs ARAFT. E 100 UERd AdxE X-A 34

A Ayjoelt),

H}H 1D

250 mge] Wet~", 2.5 Lo B 2 1.75 L9 ek (EtOH) 96° & whg7)o] Zxsla £438] |32 wrx 3

fiotel Zhdstint. AW ESES T=00CE vg] 714 5L w7l mAR F9 oFsdni (o3t F A

ol #aAE, uA e rMed FRE] S3lE u7hA thA] srd ).

Aot A AArE SslEE, E}ES T=68CZ YZtA[7]3, 0.25¢9 Wxwle du FeE HFsAuct. 2

O, Ed=S oF 0.7C/%9 S22 T=20C= YAz, Axdd 2AE oAnsta 5 d&o] FFe= of

7%(Z FMHEFD ol 3] ALt 2)7F @ w7bx] 35T REoA FFstell AZAHT. THOZE 7.4%9 KF&
h= xg/g e}

zhz detsvle] dmp FEjel] AEshe 242.93g0] nAVE FEHJAT. V] 59 =S Frewitt
Hammerwitt-LAB ®E. Witt-80 22 3w oAl B sle], Aoldt dx I7]E 2= 271A] HEgA8S 5354

t}:
Wt ~eo] &yt el 1D-a: d10=11.4pum; d50=43.7pm % d90=167 um.
Wt ~go] &yt el 1D-b: d10=10.1um; d50=31.0pm % d90=86.9 um.

HFH 1E

510 mLo] %, 510 g9 ¥ B 25.5 g9 XEF JJEFAZ(KOH) S wkS7]olA Efstar, Wepsd 169 g& 4
7] &Nl 7tetqlth. ol & A48 7hdste] AA mﬂ—% G712 L -4 RE37]el A o 3akar 340
nLe] EZ MAH3Y. EIFES T=45C 2 7}<gsla, HCl 2N9 89S pHrb 7.22 A" 71X 7}8kglth. pH
& 23 T, AV FAAEHAG. pHe] 2 $, T=45Tol|A 4

Atolo] 2R WZAAZ|AL o] RIofA oF 17A[7F st &Aoo wwhsigitt. +5
B 440 mL2 A HTE. 2AE 307 St HH#AME, T 7
ALt B)7F 2 wj7bA] T=35TCol 4] 133}l 2

HFH 1F

459.25 mLo &, 459.25 go €4S 2 16.5 g9 EEMF 3 EZAE(KOH)S wHe7)dlA &3sla, 110.16 go
g2ES A7) g0 shegith. fIEH, TAE 2 -2 Wke 7oA oJ#Elar 187 mLe & 2 368.5
o e

mLe] o] A 2HER AHEGITE. T=23TeIA HCl 2N &4 pH7t 7.22 Z=AE wi7bA] o] E£3FE 7t 3
Aok, pllE ZAT Bk, uAZE AAFHAG. pHel 2H F, T=20T A 25ToIA 21 A7t B¢ d&H o2 W
eItk F5E nAE 94 BEsia B 220 nl2 AlFHE &, wgA 7| SR o] FEoR oF 7e(Z v
MR KFD el o3 AL 2)7F 2 wi7hA] T=35Tol A X 3stoll A=A, 5% 1AE dehade] ¢

Gl Skt
Al 2. Hlgkxwiel HE ZAH Ax

20 mge] Wzt~¥l el 1(0.043 mmol)S 1.0 mLe] Wek2o] FEA AT, =57 degds A2 wukehA

i
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[0143]

[0144]

[0145]

[0146]

[0147]

[0148]

[0149]
[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]
[0157]

[0158]

[0159]

[0160]

[0161]

[0162]

AL, 3ARE Fell @Eel T aAE ofdteta wetel ARAIZT. = 130 Ykl EEe X4l 3E 24

Aatoltt.
A 3. Wgtxwie] de AP Ax

20 mge] Hlel~El & 1(0.043 mmol)% 70T 2%olA 2.0 mLe t]LAte] &3AHTH. F5H £9E B-o
FHAA BAEES FoH. 2/\17P S, A7) BAE 4TAA 724 T FAAH I %, JAHE 3AE
oJ3tta Z-Fstel]l AZXA AT, = 169 L}EMJ A== X-4 4 B4 Aol

A 4, Hgxwie QHUE AP Ax

20 mge] WeA~%(0.043 mmol)S A2olM 0.55 nLe] vZFZ2HE &
g 7}t AoA 15 ¢ FASAG. 1 T, HHdE uAE o
el S EEE X-A 3" A Axjo]t},
AAd 5. dexEo] ZAnt A AAFH] A=
50 mg? We}2~¥l(0.106 mmol)S 60°C2] L%oA 0.2 mLY CHClL;ol £3AIATH. $58H £ANS B S oA

.
WA RS T, 247 F, 7] S0 4TOA 7247 Bk SAAAY. 1 F, A # iz
Qs AZAAT. = 220 UEbd S AEE X-4 3 B4 Aselt},

A 6. Wekxwie] 2k B AP A=

ﬂl

" GA
50 mge] Web2~¥(0.106 mmol)S 60T =04 0.2 mLe] CHClzol &alA AT 5% &84S E-d 38 A

R RS STk 24 T, Y] SO 4CHA 1247 Bk §ANZG. 2, D49 wAE olsshn

Estell AxAZ. = 250 yEkd i X-A 3 74 difoln,
HH 6B

20 mgo] WE~EI(0.043 mmol) S A-2olA 0.5 mLe] CHClzoll &3l 58 §9& B-d3Folr B2
=2 Tk, 2417 & A %oug ] -

A AT = 259 vebd 3

A 7. Werue] Aet A Az

50 mg9] Ne2<E(0.107 mmol)E 1.0 mLe E:olNEYUEZ(1:1)9 T30 LA AT, 58 NS 147}
A4skd wj7hA] Aol A 20A13F Feb wRkeitt. 2 %, AAE ofFeta JAestel] AxAZT. = 28

e SRR XM 51 B Ao,
PEE N EES:DECE-EL DI E

1=
T -
a1

A1
Sl

U
N

H}H 8A

AN 7914 FE" AEF S 40C L AU S5 75%0 Az7)o 1719 FoF ¥y, & 300] YeERN 3 H
e XAl S A Aol

H}H 8B

100 g Wgk28l, 587 nle] oA EUEZ 2 293 plo] & wker)e] Xttt EFES uAs HE &
A=E w7hA] T=55C WA 60CE 7FdstAt. 7] AL T=50C WA 55ClA u]a JteEa VAR R W
sl 2 Whe7| 2 ofista, 1 ¥, Hdd XA & 100 ol @ olHNEUEY 200 mLe] ZIEZ A A3}

i, v ot EFE shsklet.

oty & EFES T=40CTE FZAAIA, A7t o] At &t AAEA FEFakal, 1.3 go HIZERIS] e}

Felz AEFAT. 2 the, T=35C WA 40CAA 40% V1A 458 Fok A% the, wHgoR 5T L%

2 Y77 o] Eo A 2417t Bt AL o w7 wRkE It

AA" nA=2 %gg—aaz ug¢ 200 mL2 AJF3kaL, vk & R Fo]l FFoR 3.5% WA 4.00(ZF I
. ekasle] e & 85.60gs
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[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]
[0174]

[0175]

[0176]

[0177]

SES06 10-2657147

d10=4.5um; d50=15.8 um R d90=37.9ume YA A7|E F53Ath
H}H 8C
25 g9 WEtxa®le] Uzt FHE 2 250 nle ES A7 wgk AX7F dEE 500 mL A#efo]o] FeliHo|
glS 4A7F B 20T WA 25TCA] d&5H o=
FEE IAE oIt 50 mLe] B2 AFS AT, 8 o] THEo 2 3.5% WA 4.0% (Karl Fischer W
(KFD)ell 28] Alak @)7F & wi7hA] T=35TCoA AF o] HZAIHY. 21.07ge] Hefxw o] oel HHE &

5319t
AN 9. AN AT

dAA ATE Y MNeR FAVEED 1, 2 2 3) 2 B 2y sAE weede] ARPor Syt
FAA Aol ALEE AP B owge] A" el wel Azt

HEA ATE AR OB A, S5 2 3 FE9 s 7 Welave] A4YL fEHos wuee
A% EFech. A Ao =R B9 2ot

F 1
239 sl
1744 2704 314 % 6714
25C/ 40°C/ 25C/ 40T/ 25C/ 40T/
60% RH 75% RH 60% RH 75% RH 60% RH | 75% RH
1 1 1 1 1 1 1
2 2 2 2 2 2 2
3 3+1 3+1 3+1 1+3 - -
ozt ozt ozt ozt ot ozt ot
e} #ER + 3 - - - - -
vk A 243+ 3+1 - - - -
718t 249
vl B Zm B+ 3 143+ &3} - -
il 1+ JdE 1 1 1 - -
PAE 1+ oet 1+ oet - - - -
A e A e ol e} - - - _
ol e ol e ol e ol e ol e} ol e ol e}
Ri= Ao $55 Jehdch
i 19 AdeyE, depane] dut gl oet 2432 Holke 6 ML7A ZIAE skl bge Aew A
B2 9 vk mebN, dekade] duh g oolet AP kg o Wekad o] ofshA 2 ES Alxd]
of A gttt
A 10. A3
ZAE

2 owge) WA 1D-a % 1D-be) WekrEle] ot AFY wi A 8b o WeksEe o
Uet © el wlae] oBe] Wetawle] A4Y 28 TP A AFH 29820 o]

A 7 2elager xdE 4Tl F= el & 200 AT

10A 10B 10C 10D
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[0178]
[0179]

[0180]

[0181]

[0182]

[0183]

[0184]

[0185]

SES06 10-2657147

Uakx"le] AAY Elos Rl of €} 2

2o 1D-a AA o 1D-b A A4 8B v o 2B
W8l (x) 21.45 21.46 20.76 20.27
nA A4 AERQ 96.68 96.67 97.37 97.86
vy g 2H oL ol E 1.25 1.25 1.25 1.25
2F tEEAHE H#(starch) 5.00 5.00 5.00 5.00
FR2ol=dg T ATt 0.63 0.63 0.63 0.63

(o) 5 Wekawl 20 mgoll sl KF2 ALte S
Az BE

shH AA 10AE 52 ZFH9H (wet granulation)dl] <]
A (direct compression)o] &) FE5EATt. 24z

=

EaW S H

rlot
s

F7lel 7hereivh. Ad =
lanetary stirrer)olA]
=8 S HED-E

2~H[o}2AF w1

A AR, AF JIEEAMYE HAE 9 Ughsds F 26 YA Foz B
eSS BHEZH-8 E£F7|(turbula-type mixer)olA & 3}A|7] 2]
135 g9 AAG9 n2A TFEHE=E3al(knead), 50ToHA 2417 FeF AZA AT
S37)NA & 20 HAIE o] FRoluA T4 AEgket 23 &, X 26 WAlH

I Esigleh. v e s, A AN F5E EdES 9

Z] A El:x—] H

lo

o

H&

\a

o K

3 |
(3

< 2

e 2

2 El o

BN 3

o ~

2o o

2Ly

nAZ AERex, AF JESAMYE AR, ddad 9 FRouA T HAygtE E 20 YAE o=
471 R0l bt e EREs HES-F ERVICA 2ZSR vs 2 20 EAlE g vadle
ZHobelo]ES 7t stal, HES-E TRVICAM EFEiv. viATe s, A4 dETM #5E EHES

oA Azd e AAC oA, % AEoR AHEE Wgade AP FAEAT. F5E A

Alu/Alu, PVC/Alu 2 PVC/PVDC(90 g/m2)/Alug@]2=E] (blister)o] Fel= ZH= U},

re ok
l
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