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CELL 0.71073 7.687 29.261 12.376 90.000 97.788 90.000
ZERR 2 0.0001 0.0005 0.0003 0.0000 0.0008 0.0000
LATT -1
SYMM -X,Y¥+0.500,-2
SFAC C 2.3100 20.8439 1.0200 10.2075 1.5886
0.5687 0.8650 =
51.6512 0.2156 0.0033 0.001e 1.15
0.7700 12.0110
SFAC H 0.4930 10.5109 0.3229 26.1257 0.1402
3.1424 0.0408 =
57.7988 0.0030 0.0000 0.0000 0.06
0.3200 1.0079
SFAC O 3.0485 13.2771 2.2868 5.7011 1.5463
0.3239 0.8670 =
32.9088% 0.2508 0.0106 0.0060 3.25
0.7700 15.93994
SFAC BR 17.1789 2.1723 5.2358 16.579¢ 5.6377
0.2609 3.9851 =
41.4328 2.9557 -0.2901 2.45%5 1000.00
1.1000 79.9040
SFAC N 12.2126 0.0057 3.1322 9.8933 2.0125
28,9975 1.1663 =
0.5826 -11.5290 0.0061 0.0033 1.96
0.7700 14.0067
SFAC S €.9053 1.4679 5.2034 22.2151 1.4379
0.2536 1.5863 =
56.1720 0.86623 0.1246 0.1234 53.20
1.1100 32.0660
UNIT 108. 100. 20. 4. 1s6. 4
580 6 0.23964 0.43139 0.09908 11.00000
0.046324 0.03299 =
0.04052 0.00002 0.01880 -0.00340
081l 3 0.16028 0.39374 0.15143 11.00000
0.06864 0.04111 =
0.05255 -0.00210 0.02801 0.00002
c82 3 0.145938 0.47435 0.11207 11.00000
0.08099 0.03603 =
0.04614 0.00545 0.03373 -0.00236
083 3 0.42589 0.43401 0.12925 11.00000
0.05754 0.08564 =
0.05198 -0.01536 0.01792 -0.008644
c84 1 0.20581 0.41866 -0.04324 11.00000
0.05949 0.04444 =
0.02903 0.00359 0.01728 0.00704
c85 1 0.03624 0.41100 ~-0.09142 11.00000
0.06649 0.10092 =
0.05586 0.01088 0.01751 0.00507
c8e 1 0.00323 0.39810 -0.20187 11.00000
0.08670 0.14765 =
0.05902 -0.020%6 -0.03160 -0.00004
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c87
0.07216

css
0.09246

c89
0.05999

590
0.04072

091
0.08025

092
0.04778

093
0.07515

Co4
0.04232

co5
0.06194

Co6
0.12417

Cc97
0.11897

cos
0.06106

C99
0.05307

BR1
0.04153

c2
0.02832

C3
0.03135

C4
0.03767

C5
0.03535

.06238

L 04155

.07178

.05437

.04867

.06934

.05025

.05049

.03238

.03441

.02308

. 05463

.04982

.07369

.03350

. 04579

.02980

1 0.14311
0.11651 =
-0.01696

1 0.30473
0.09710 =
0.00157

1 0.33456
0.09817 =
-0.01451

6 0.68868
0.02869 =
0.00158

3 0.79129
0.03751 =
-0.00213

3 0.52601
0.05360 =
-0.00642

3 0.78935
0.04369 =
-0.01354

1 0.62446
0.04028 =
0.00898

1 0.74659
0.06998 =
0.00341

1 0.69911
0.10337 =
0.01537

1 0.51941
0.11939 =
-0.01324

1 0.40301
0.10242 =
0.00570

1 0.45446
0.07089 =
¢.00728

4 0.06011
0.05204 =
-0.00524

1 0.25757
0.04536 =
-0.00752

1 0.28921
0.03107 =
0.00145

1 0.42954
0.03461 =
-0.00320

1 0.54674
0.02939 =

0.39209

0.00195
0.39806

0.01795
0.41126

0.00886
0.81145

0.00214
0.77464

-0.00954
0.81933

0.01702
0.85213

0.01764
0.78970

0.00929
0.76959

-0.00103
0.75023

0.02421
0.75295

-0.00963
0.77268

-0.01263
0.79193

-0.00426
0.52462

0.02434
0.50395

0.01511
0.45781

0.00221
0.44393

-0.00151
0.47556

-0.25693 1L1.

0.02481

-0.209287 11.

0.02685

-0.10133 11.

0.02173

0.51625 11.

0.00223

0.57315 11l.

0.01626

0.56122 11.

0.00039

0.50763 11.

-0.01547

0.38130 11.

0.00525

0.32396 1l.

0.00990

0.22476 11.

0.03314

0.17732 1L1.

~-0.00586

0.23169 11.

~0.00283

0.33547 11.

-0.01944

0.55140 11.

0.00670

0.49005 11.

0.00763

0.47911 11,

-0.00479

0.43174 11.

-0.00125

0.39943 11.
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)
0.04226

c7
0.03598

cs
0.03964

co
0.03743

Nlo
0.06070

C11
0.06804

cl2
0.05480

Cc13
0.04463

Cl4
0.04272

N15
0.04979

Cle
0.04463

c17
0.04549

N18
0.03293

Ccl9
0.03678

c20
0.03371

N21
0.04775

c22
0.03997

03472

.04333

. 04586

.02719

.04454

.04918

.04752

.08526

.05452

.04282

.03692

.04948

.01954

. 02597

.03351

.03711

.02231

.04548

-0.00390
1 0.51907
0.03479 =
-0.00172
1 0.37213
0.02793 =
~0.00044
1 0.64321
0.02453 =
0.00516
1 0.68998
0.03694 =
-0.00375
5 0.69097
0.03116 =
-0.00640
1 0.74090
0.05787 =
-0.00600
1 0.78515
0.04458 =
-0.02125
1 0.77550
0.03102 =
0.00407
1 0.73186
0.03021 =
-0.002432
5 0.71451
0.02502 =
0.00975
1 0.67500
0.02346 =
~0.00464
1 0.75857
0.02673 =
-0.00693
5 0.70009
0.02806 =
-0.00088
1 0.81l334
0.,02848 =
-0.00426
1 0.93968
0.02802 =
0.00202
5 0.90585
0.03416 =
-0.01051
1 0.79597
0.03711 =
0.0103¢

0.00647

.52242

0.00236

.53602

0.01652

.55824

0.00457

.59645

0.01588

.58514

0.02020

.61847

0.01695

.66221

0.01554

.67229

0.01432

.63955

0.01499

55972

0.01748

.52204

0.01738

.47996

0.00506

.45973

0.00321

. 42409

0.00585

.42402

0.00106

.45925

0.01052

.39511

0.00508

0,00183

0.41134 11.

0.00188

0.45794 11.

0.00336

0.38118 11.

0.00373

0.46059 11.

0.00649

0.56581 11.

-0.00054

0.63822 11.

-0.00669

0.61053 11.

-0.00787

0.50132 11.

-0.00038

0.42553 11.

0.00270

0.29408 11.

0.00775

0.21324 11.

0.00561

0.26673 11.

-0.00121

0.35317 11.

0.00207

0.39181 11.

0.00488

0.32661 11.

0.00680

0.25315 11.

-0.00308

0.48%41 11.

0.00197
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c23
0.05650

c24
0.08242

Cc25
0.06429

026
0.12347

027
0.10340

c28
0.19131

BR51
0.03812

C52
0.03132

C53
0.04627

c54
0.04551

C55
0.04294

C56
0.02688

Cc57
0.03105

Cc58
0.03348

c59
0.03165

N&6O
0.03542

cel
0.04457

ce2
0.06548

1 0.74788
0.04712 =
0.03514 0.00836
1 0.68780
0.04077 =
0.03001 -0.00046
1 0.71413
0.06543 =
0.03392 0.00018
3 0.76261
0.08282 =
0.04188 0.01501
3 0.65910
0.06919 =
0.03191 0.00253
1 0.66642
0.12699 =
0.013%0 -0.01417
4 1.06737
0.0878L =
0.06774 0.00566
1 0.84276
0.05952 =
0.03819 0.00358
1 0.81293
0.06820 =
0.03723 -0.00581
1 0.65043
0.03939 =
0.04858 -0.00084
1 0.51946
0.03573 =
0.03413 0.00062
1 0.54512
0.03659 =
0.04586 -0.00025
1 0.71139
0.04840 =
0.04447 -0.00668
1 0.40956
0.02893 =
0.04334 0.00070
1 0.38048
0.03488 =
0.04951 0.00002
5 0.42879
0.056%924 =
0.03178 0.00872
1 0.38962
0.06338 =
0.05765 0.0141¢
1 0.30187
0.04957 =

0.53407 ¢.10940 11

0.00449 0.00605
0.50047
¢.01385 0.00523
0.51690
6.00559 -0.00499%
0.55440
0.01658 -0.04001
0.48459

0.01824
0.49760

-0.004453

0.02134 -0.05279

0.71057

0.00447
0.93243 11

-0.00531
0.73306

0.00226 -0.00263
0.7790C6

0.00481 -0.00474
0.7957%

0.00376
0.76552

-0.01071

0.00%52 -0.00208

0.71765
0.00561 0.00047
0.70186
-0.00429 0.00504
0.68443
0.00351 0.00421
0.64253

0.00528
0.97247 11

0.00425
0.64650

0.00467
1.0352%9 11

0.00154
0.61026

0.00171
0.98967 11

0.00707
0.57202

0.01647 11.

-0.0%9234 11.

-0.11450 11.

-0.16756 11.

-0.27953 11.

0.98743 11.

0.93249 11.

0.88269 11.

0.84226 11.

0.84581 11.

0.88914 11.

0.79765 11.

0.86694 11.
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Cc63
0.07395

C64
0.08355

Né65
0.03846

cee
0.03574

ce7
0.03803

N68
0.03387

C69
0.05345

C70
0.04465

N71
0.03892

c72
0.08091

C73
0.0403¢9

C74
0.05896

C75
0.05296

076
0.05552

077
0.0846¢6

c78
0.06302

H611
0.06582
H&621
0.09086

0.11303 0.03456
1 0.25733
0.04664 =
0.09803 0.00115
1 0.29561
0.04152 =
0.05459 -0.00010
5 0.31344
0.03072 =
0.04952 -0.00160
1 0.33129
0.02676 =
0.05519 0.00406
1 0.26347
0.03316 =
0.04166 0.01528
5 0.35122
0.03259 =
0.05055 0.00549
1 0.24763
0.03305 =
0.04570 0.00005
1 0.09873
0.03799 =
0.06107 0.00794
5 0.10819
0.03266 =
0.05306 0.00974
1 0.30218
0.04934 =
0.08052 -0.01505
1 0.22541
0.05583 =
0.03295 0.00047
1 0.30154
0.05343 =
0.05504 -0.00576
1 0.18003
0.05447 =
0.04241 0.00546
3 0.06782
0.07543 =
0.05719 -0.00702
3 0.22119
0.04267 =
0.04376 -0.00714
1 0.10717
0.02312 =
0.07465 -0.02449
2 10.42342

2 10.27371

0.03582
0.56863

0.01240
0.60475

0.00128
0.687397

0.00032
0.72953

0.00580
0.76733

0.00868
0.78274

0.00427
0.81583

0.02067
0.81841

0.01464
0.78841

0.01063
0.84064

0.,02392
0.72388

0.00724
0.68566

0.00667
0.67204

0.01355
0.69497

-0.00194
0.62976

0.00726
0.61220

0.02418
10.61111

10.54835

0.00696
0.88018

~0.01007
0.81590

~-0.02308
0.70771

0.00597
0.64125

0.00330
0.70231

0.00029
0.79764

0.00218
0.84108

-0.00546
0.77077

0.00936
0.68720

0.00803
0.94469

-0.00661
0.52948

-0.00165
0.46508

0.02016
0.36587

0.00171
0.31818

0.02108
0.33149

0.00488
0.23887

-0.00980
11.10933

11.03412

11.

11.

11.

11.

11.

11.

11,

11.

11.

11.

11.

11.

11.

11.

11.

11.

11.

11.
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00000
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00000

00000

00000

00000
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00000

00000

00000
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H631
0.08585
H641
0.07058
H661
0.04658
H701
0.05724
H721
0.10482
H722
0.10500
H723
0.10479
H731
0.05050
H732
0.05107
H741
0.06599
H742
0.06616
H571
0.04893
H531
0.05990
H541
0.05285
Hile61l
0.04687
H201
0.03977
H221
0.06107
H222
0.06102
H223
0.06087
H231
0.05487
H232
0.05471
H241
0.06095
H242
0.06099
H111
0.06882
H1i21
0.06182
H131
0.05215

10.

10.

10.

10.

10.

10.

10.

10.

10.

10.

10

10.

10.

10.

10

11.

10

i0

10.

10.

10.

10.

10.

10.

10.

10.

20282

26600

45616

00528

20390

39143

34863

22647

10462

41143

.32279

73613

89874

63029

.54702

03302

.90306

77354

70245

71028

87494

56546

75795

74728

81997

79812

10

10

10

10.

10.

10.

10.

10.

10.

10

10.

10

10

10

10

10

10

10

10

10

10

i0

10

10

10

10

.54235

.60396

.73494

83765

85662

86250

81975

75279

71635

.69632

65905

.67093

.79871

.82681

.51731

.40374

-37871

.41394

.37370

.56434

.53365

.49241

.47323

.61186

.68398

.70154

10.84949

10.74163

10.63683

10.77749

10.96784

10.93477

11.00178

10.49048

10.53573

10.44327

10.51273

10.88928

10.96543

10.87790

10.19609

10.33036

10.51025

10.54853

10.47387

10.08666

10.12431

10.01723

10.02815

10.71244

10.66349

10.48020

11.00000

11.00C00

11.00000

11.00000

11.00000

11.00000

11.00000

11.0000¢0C

11.00000

11.00000

11.00000
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11.00000

11.00000

11.00000C

11.00000

11.00000

11.00000

11.00000

11.00000

11.00000

11.00000

11.00000

11.00000

11.00000
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H141
0.04585
H71
0.04408
H31
0.04223
H41
0.04056
H891
0.09285
H881
0.09266
H871
0.10194
H861
0.11607
H851
0.08904
HS51
0.06580
H261
0.10497
H971
0.10604
HO981
0.08712
H991
0.07037
H781
0.11588
H782
0.11581
H783
0.11600
H711
0.05205
H211
0.04161
H281
0.11566
H282
0.11566
Hz283
0.11566

A 53] ol @ ol gloM, s Eel J1AE vhsk 2

2 10.72932
2 10.35042
2 10.21444
2 10.44931
2 10.44977
2 10.39917
2 10.12372
2 9.88808
2 9.94416
2 10.86472
2 10.78321
2 10.48493
2 10.28646
2 10.37377
2 1¢.14480
2 10.11102
2 9.98883
2 10.01359
2 10.98261
2 10.62358
2 10.59036
2 10.72029

10.64544

10.56684

10.43638

10.41280

10.41481

10.39332

10.38356

10.39388

10.41466

10.76918

10.73544

10.74055

10.77378

10.80653

10.58182

10.63197

10.61082

10.78308

10.46785

10.47180

10.52501

10.50514

10.35226
10.46668
10.50355
10.42055
9.93226
9.75106
9.66972
9.76390
9.5849089°
10.35546
10.18942
10.10914
10.20054
10.37242
10.22240
10.17669
10.25546
10.624¢64
10.19729
9.67092
9.70225

9.71088

_‘IO_
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iin

3 4ol

80 081 1.454(5)A
580 083 1.432(B)A
Cs4 c85 1.376(12)A
c85 C86 1.408(14)A
C86 cs7 1.360(16)A
ca7 c88 1.310(15)A
C88 c89 1.386(14)A
c89 H891 0.932A
S90 092 1.4546)A
S90 Co4 1.793(8)A
Co4 c99 1.354(11)A
C95 HO51 0.938A
C96 H61 0.934A
c97 H971 0.924A
c98 H981 0.927A

Br c2 1.886(6)A
c2 c7 1.381(9)A
Cc3 H31 0.928A

C4 H41 0.937A

C5 N18 1.454(8)A
C6 C8 1.498(9)A
c8 co 1.500(9)A
c9 N10 1.343(9)A
N10 c1 1.345(10)A
C11 H111 0.933A
C12 H121 0.927A
c13 H131 0.918A
N15 c16 1.492(9)A
c16 c23 1.511(9)A
C17 N18 1.352(8)A
N18 c19 1.400(8)A
c19 c22 1.496(9)A
c20 H201 0.927A
c22 H221 0.958A
c22 H223 0.953A
c23 H231 0.662A
c24 c25 1.470(11DA
c24 H242 0.962A
c25 027 1.354(10)A
c28 281 1.000A
c28 H283 1.000A
C52 C53 1.366(11A
C53 C54 1.404(11)A
C54 C55 1.383(10)A
C55 C56 1.414(9A
C56 C57 1.396(9)A

S80 082 1.468(5)A
S80 c84 1.784(DA
cs4 c89 1.318(12)A
c85 H851 0.927A
c88 H861 0.936A
cs7 H871 0.934A
css H881 0.935A
590 091 1.459(5)A
S90 093 1.431(5)A
Co4 C95 1.383(11)A
c95 C96 1.356(13)A
C9% co7 1.428(17)A
co7 co8 1.323(15)A
co8 c99 1.409(13)A
c99 H991 0.924A

C2 c3 1.382(9)A
C3 c4 1.358(10)A
c4 C5 1.388(9)A
C5 Cc6 1.398(9)A
c6 c7 1.394(9)A
c7 H71 0.926A

c8 N15 1.274(8)A
C9 C14 1.386(9)A
C11 c12 1.379(11DA
c12 c13 1.375(1DA
c13 cl4 1.351(10)A
ci4 H141 0.921A
c16 c17 1.500(9)A
c16 H161 0.968A
c17 N21 1.315@@)A
c19 c20 1.344(9)A
c20 N21 1.376(8)A
N21 H211 1.000A
c22 H222 0.950A
c23 c24 1.536(11A
c23 H232 0.969A
C24 H241 0.971A
c25 026 1.202(10)A
027 c28 1.445(10)A
c28 H282 1.000A
Brb51 c52 1.886(1)A
c52 C57 1.412(10)A
C53 H531 0.927A
C54 H541 0.921A
55 N68 1.427(9)A
C56 Cs8 1.489(9)A
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C57 H571 0.925A C58 C59 1.530(10)A
C58 NB5 1.254(8)A C59 N60 1.314(9A
C59 C64 1.391(10)A NGO Cc61 1.372(10)A
C61 Cc62 1.386(14)A C61 H611 0.918A
c62 C63 1.355(15)A c62 H621 0.928A
c63 C64 1.378(13)A c63 H631 0.932A

C64 H641 0.917A NG5 C66 1.485(8)A
C66 C67 1.474(9)A C66 C73 1.516(10)A
C66 H661 0.982A C67 NGB 1.354(9)A
ce7 N71 1.334(8)A N68 C69 1.406(9)A
C69 C70 1.343(110A C69 c72 1.484(12)A
C70 N71 1.366(10)A C70 H701 0.925A

N71 H711 1.000A c72 H721 0.964A
c72 H722 0.958A c72 H723 0.965A
c73 C74 1.535(10)A c73 H731 0.975A

c73 H732 0.967A c74 C75 1.493(12)A
C74 H741 0.972A C74 H742 0.977A
C75 076 1.185(9)A C75 o077 1.360(2)A
077 c78 1.440(1 DA c78 H781 0.965A
C78 H782 0.966A c78 H783 0.960A
081 [S80 [082 [111.0(3)° 081 [S80 083 [112.9(4)°
082 | S80 | 083 | 114.4(4)° 081 |S80 |C84 |105.5(3)°
082 | S80 | C84 [106.2(3)° 083 | S80 |C84 1 106.0(4)
S80 | C84 |C85 | 117.7(6)° S80 | C84 |C89 | 123.6(7)°
C85 |CB4 |CB9 [118.3(8) C84 | C85 |C86 | 120.0(9)°
C84 | C85 | H851 |119.626° C86 | C85 | H851 |120.377°
c85 | C86 | C87 | 118.1(10) C85 |C86 | HB861 |120.636°
C87 |C8 |HB8B1 |121.303° Cs6 |C87 |C88 |121.8(10)
C86 | C87 |HB71 |119.251° C88 | C87 |HB71 |118.984°
C87 |Cs8 |Cs89 | 119.3(10) C87 | C88 |H881 |120.352°
C89 | C88 |H88T | 120.264° Cs4 |C89 |C88 |122.5(10)
Cs4 | C89 | HB91 |118.485° C88 | C89 |HB91 |119.061°
091 [S90 |02 [111.7(3)° 091 |[S90 093 [112.844)°
092 1S90 [093 [113.5(3)° 091 |[S90 [C94 [104.53)°
092 1S90 | C94 [105.7(3)° 093 |S90 [ C94 |108.0(3)°
S90 | C94 |C95 | 120.6(6)° 890 |[Co4 [co9 [120.1(6)
C95 | C94 | C99 |119.3(8)° Co4 |C95 [C96 | 121.6(9)°
C94 | C9% | H951 |118.566° C96 | C95 |HO951 | 119.820°
C95 |C9 |C97 |118.4(10) C95 |C96 | HIB1 | 119.911°
C97 | C9 | H961 |121.895° C96 | Co7 | C98 | 119.9(8)°
C96 | C97 | H971 | 119.699° C88 | C97 | H971 | 120.397°
C97 | C98 | C9 [120.8(9)° C97 | C98 | HI981 | 119.080°
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cog co8 H981 | 120.094° Co4 | Ce9 [ Co8 [ 119.9(9°
co4 Co98 H991 [119.276° C98 | C99 | H991 | 120.819°
Bri c2 c3 121.0(5)° Br1 c2 c7 118.5(5)°
c3 c2 c7 120.5(5)° c2 c3 c4 119.7(6)°
c2 c3 H31 120.203° [ c3 H31 120.109°
C3 c4 C5 120.6(6)° C3 C4 H41 120.600°
C5 c4 Ha1 118.766° c4 C5 [ 120.6(6)°
c4 C5 N18 119.6(5)° cé C5 Ni8 | 119.8(8)°
C5 Cé c7 117.8(6)° c5 cé cs 123.3(6)°
C7 C6 c8 118.8(6)° c2 c7 [ 120.6(6)°
c2 c7 H71 119.721° C6 c7 H71 119.679°
C6 cs c9 117.5(5)° cé c8 N15__ | 126.6(6)°
c9 cs N15 115.9(6)° c8 c9 N10__ | 114.9(6)°
c8 c9 Cc14 121.2(6)° N10__| C9 C14 | 123.9(6)°
o) N10 c11 115.5(6)° N10__ | C11 C12__| 124.4(7)°
N10 c11 H111 | 118.5626° ci2 | c11 H111 | 117.061°
C11 ci2 c13 117.4(7)° c11 Ci2z | H121 [ 121.279°
c13 ci2 H121 | 121.289° C12 | Cci3 €14 [120.4(6)°
c12 c13 H131 | 119.499° C14 | C13 | H131 [120.125°
co c14 c13 118.3(6)° co C14 | H141 | 120.274°
C13 cl14 H141 | 121.419° c8 Ni5 | C16 | 118.0(5)°
N15 ci18 c17 105.9(5)° Ni5 | C16 | C23 | 109.4(5)°
C17 c16 C23 112.4(5)° Ni5 | C16 | H161 | 110.723°
ci7 c16 Hi61 | 109.539° C23 | C16 | H161_ | 108.851°
c16 Ci7 N18 122.7(6)° C16___ | C17 | N21 130.3(6)°
N18 c17 NZ1 106.5(5)° C5 N18 | C17 | 123.1(5)°
C5 N18 C19 127.0(5)° C17_ | N18 | C19 | 109.8(5)°
N18 c19 C20 105.2(5)° N18_ | C19 | C22  [125.3(6)°
C20 c19 c22 129.4(6)° G19 | C20 | N21 108.0(5)°
c19 C20 H201 | 126.017° N21 C20 | H201 | 126.026°
C17 N2 1 C20 110.5(5)° c17_ | N21 H211 | 124.840°
C20 N21 H211 | 124.681° C19 | C22 [ H221 | 109.508°
c19 c22 H222 | 109.778° H221 | C22 | H222 | 108.808°
c19 c22 H223 | 110.905° H221 | C22 | H223 | 108.786°
H222 | C22 H223 | 109.018° C16_ | C23 | C24 | 112.3(6)°
c16 C23 H231_ | 109.392° C24 | C23 | H231 | 108.812°
C16 c23 H232 [ 108.378° C24 | C23 | H232 | 109.105°
H231 [ C23 H232 | 108.825° C23 | C24 | C25 [ 114.3(7)°
c23 C24 H241 | 109.968° C25 | C24 | H241 | 110.030°
c23 c24 H242 | 108.195° C25 | C24 | H242 | 105.346°
H241 | C24 H242 | 108.752° C24 | C25 | 026 | 126.4(7)°
c24 c25 027 | 109.4(7)° 026 | C25 | 027 [1239(7)°
C25 027 [c28 115.2(7)° 027 | Cc28 | H281 | 109.674°
027 | C28 H282 | 109.261° H281 | C28 | H282 | 109.475°
027 | C28 H283 | 109.465° H281 | C28 | H283 | 109.476°
H282 | C28 H283 | 109.476° Br51_ | C52 | Cb3 | 119.3(6)°
Brs1__ | C52 C57 118.0(5)° C53 | C52 | C57 [121.7(7)°
c52 c53 C54 118.9(7)° C52 | C53 | H531 [ 120.141°
C54 C53 H531 | 120.985° C53 | G54 | C55 | 119.8(7)°
C53 C54 H541 | 120.227° C55 | C54 | H541 | 120.000°
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C54 C55 C56 122.1(8)° C54 C55 N53 119.4(6)°
C56 C55 N68 118.5(8)° C55 C56 C57 117.2(6)°
C55 C56 C58 123.2(6)° C57 C56 C58 119.5(8)°
C52 C57 C56 120.2(7)° C52 C57 H571 | 119.709°
C56 C57 H571 | 120.138° C56 C58 C59 116.5(6)°
C56 C58 N65 126.7(6)° C59 C58 N65 116.8(6)°
C58 C59 NGO 116.3(8)° C58 C59 C64 118.5(7)°
N60 C59 C64 125.0(7)° C59 N60 C61 116.1(7)°
N60 C61 C62 121.7(8)° N60 C61 H611 | 119.342°
Cc62 C61 H611 | 118.993° C61 C62 C63 120.6(8)°
C61 C62 H621 | 120.029° C63 C62 H621 | 119.353°
C62 C63 C64 118.4(9)° C62 C83 He31 | 120452°
C64 C63 H631 [121.124° C59 C64 C63 118.1(8)°
C59 Cc64 H641 | 120.844° C63 C64 H641 | 121.057°
C58 N65 C66 118.2(6)° N&5 C66 C67 105.4(5)°
N65 C66 Cc73 109.7(5)° C67 C66 C73 111.5(8)°
N65 C66 HB661 |109.122° Cce7 C66 H661 | 108.890°
C73 C66 H6B1 |112.017° C66 C67 N68 121.8(6)°
C66 C67 N71 130.3(7)° NB8 C67 N71 107.4(6)°
C55 N63 Cc67 122.5(6)° C55 N68 C69 128.7(6)°
C67 N68 C69 108.7(6)° N68 69 C70 105.5(6)°
N68 C69 C72 124.0(7)° C70 C69 C72 130.5(7)°
C69 C70 N71 109.1(6)° CB9 C70 H701 | 125.444°
N71 Cc70 H701 | 125.502° C67 N71 C70 109.2(6)°
C67 N71 H711 | 125.400° C70 N71 H711 | 125.366°
Ce9 Cc72 H721 | 110.667° CB69 C72 H722 | 109.838°
H721 | C72 H722 | 108.539° CB9 C72 H723 |110.831°
H721 | C72 H723 | 108.455° H722 | C72 H723 | 108.445°
C66 C73 C74 111.0(6)° C66 C73 H731 |108.535°
C74 C73 H731 | 110.248° C66 C73 H732 | 110.751°
C74 C73 H732 | 108.249° H731 | C73 H732 | 108.042°
C73 C74 C75 112.4(6)° C73 C74 H741 | 108.496°
C75 C74 H741 | 109.125° C73 C74 H742 | 108.155°
C75 C74 H742 | 108.578° H741 | C74 H742 | 110.035°
C74 C75 076 126.2(7)° C74 C75 077 110.7(7)°
076 C75 077 123.0(7)° C75 077 C78 115.6(7)°
077 C78 H781 | 109.214° 077 C78 H782 | 109.848°
H781 | C78 H782 | 109.923° Q77 C78 H783 | 109.687°
H781 | C78 H783 | 109.026° H782 | C78 H783 | 109.127°

AT 7

Al 28] 2dojA, 8.6, 10.5, 12.0, 13.1, 14.4 2 15.9% 2-HEllA] EAA 73 E 233t XRPD HES

el 2AZ oAl sdeelE 4.

A7 8

24 7S ze 24d ddAA wddelE <
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a =90, B =90°

Al 2%, A 78 E= Al 8T o= 7 Fell SlojAM, 7] xell ZIAE whel 2 g2 F3Eel ofe A=



CELL 0.71073 8.921 11.154 25.834 90.000 90.000 90.000
ZERR 4 0.0001 ©.0002 0.0004 0.0000 0.0000 0.0000
LATT -1
SYMM X+0.500,-Y+0.500,-Z
SYMM -X,¥+0.500,-Z+0.500
SYMM -X+0.500,-Y,Z+0.500
SFAC C 2.3100 20.8439  1.0200 10.2075 1.5886
0.5687 0.8650 =
51.6512 0.2156  0.0033 0.0016 1.15
0.7700 12.0110
SFAC H 0.4930 10.5109 0.3229 26.1257  0.1402
3.1424 0.0408 =
57.7998 0.0030 0.06000 0.0000 0.06
0.3200 1.0079
SFAC BR 17.1789  2.1723 5.2358 16.5796 5.6377
0.2609  3.9851 =
41.4328 2.9557 -0.2901 2.4595 1000.00
1.1000 79.9040
SFAC N 12.2126  0.0057  3.1322 9.8933  2.0125
28.9975 1.1663 =
0.5826 -11.5290 0.0061 0.0033 1.96
0.7700 14.0067
SFAC O 3.0485 13.2771 2.2868 5.7011  1.5463
0.3239 0.8670 =
32.9089  0.2508 0.0106 0.0060 3,25
0.7700 15.9994
SFAC 8 6.9053 1.4679 5.2034 22.2151  1.4379
0.2536 1.5863 =
56.1720 0.8669 0.124s5 0.1234 53.20
1.1100 32.0660
UNIT 108. 100. 4. 16. 20. 4.
BR1 3 -0.04819 -0.10880 -0.27710 11.00000
0.07032 0.03277 =
0.03090 0.00144 -0.01238 -0.02224
c2 1 -0.15018 -0.21830 -0.32054 11.00000
0.02777 0.02177 =
0.02345 -0.00009 -0.00209 -0.00471
c3 1 -0.17401 -0.18875 -0.37205 11.00000
0.02963 0.01861 =
0.02702 0.00623 0.00188 -0.00107
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C4
0.02825

Cs
0.02223

Ce
0.02028

c7
0.02809

c8
0.01670

[84°]
0.01623

N10
0.02251

cl1
0.02617

c1z2
0.02740

C13
0.03584

Cl4
0.02879

N15
0.02151

Clé
0.02330

Cc17
0.02824

N18
0.02482

Cl9
0.03022

c20
0.03071

N21
0.03619

.01718 0.00327

.01875 -0.00067

1 -0.27139 -0.4089%94 -0.33163 11.

.01926 0.00182
1 -0.20042 -0.32532 -0.29979 11.

.01685 0.00206
1l -0.,32197 -0.52600 -0.30927 11.

.02353 -0.00189
1 -0.52777 -0.41652 -0.19697 11.

.02357 -0.00451
1 -0.53610 -0.513%0 -0.16425 11.

.02040 -0.00335
1 -0.47518 -0.62062 -0.17997 11.

.02405 0.00767
1 -0.40334 ~0.62685 -0.22730 11.

.02565 0.00090
4 -0.30040 -0.62781 -0.33049 11.

.01713 0.00287 -0.00002
1 -0.21928 -0.62991 -0.38036 11.

.01602 0.00057
1 -0.32510 ~0.57975 -0.41920 11.

.01704 -0.00121
4 -0.36294 -0.46298 -0.41818 11.

.01483 0.00150 -0.00070
1 -0.46920 -0.44117 -0.45641 11.

.01634 0.00325
1 -0.49445 -0.54753 -0.47911 11.

1 -0.24491 -0.26965 -0.40362 11.

0.02442 =
0.00106 -0.00145

1 -0.29275 -0.37943 -0.38401 11
0.01822 =
0.00141 0.00066
0.01967 =
0.00105 -0.00153

0.02763 =
0.00120 -0.00055

0.02233 =

.01945 0.00135 -0.00476¢ -0.00144
1 -0.39853 -0.52353 ~0.25770 11.

0.02317 =

.01584 0.00259 -0.00384 -0.00281
4 -0.46099 -0.41943 -0.24363 11.

0.02613 =

0.00408 0.00155
0.03441 =

0.00365 0.00346
0.04329 =

0.00652 -0.0077%9

0.03200 =
0.00645 -0.00687

0.02223 =
0.00272 -0.00057

0.02416 =
0.00182

0.02286 =

0.00417 0.00450

0.02308 =
0.00336 -0.00285

0.02037 =
0.00079

0.02725 =
0.00039 -~0.00224

0.03401 =

.01669 0.00110 -0.00174 -0.00215
4 -0.40440 -0.63226 -0.45591 11.

0.02354 =
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cz22
0.03636

Cc23
0.03430

C24
0.04707

c25
0.03182

026
0.03778

o27
0.03130

czs8
0.05622

580
0.03340

081
0.05118

082
0.04015

083
0.13945

c84
0.02735

C85
0.03763

C86
0.05438

c87
0.06202

c88
0.04217

Cc89
0.03725

.02146 -0.00463
1 -0.54310 -0.32298 -0.465%5 11.

.01793 -0.00359
1 -0.06166 ~0.79435 -0.34621 11.

.02350 0.00041
1 0.06625 ~-0.87542 -0.35603 11.

.03313 ~-0.01160 -0.01173
5 0.05245 -0.94265 ~-0.3%885 11.

.02467 -0.00792 -0.00330
1 0.17574 -1.02443 -0.40865 11.

.03697 -0.01153 -0.00496
6 -0.94275 -0.5289% -0.49624 11.

.02442 0.00000
5 -0.83867 -0.47114 -0.53020 11.

.05503 -0.01022 -0.00539
5 -0.97025 -0.65272 -0.50726 11.

.06071 -0.01467
1 -0.86288 -0.52210 -0.43343 11.

.02832 0.01509
1 -0.87781 -0.41462 -0.40588 11.

.03855 -0.01798
1 -0.81420 -0.39%65 -0.35764 11.

.04455 -0.02905
1 -0.73766 -0.49241 -0.33773 11.

0.00147 -0.00154

0.03429 =

.03074 0.00778 ~-0.00982 -0.00011
1l -0.15985 -0.75547 -0.3%193 11.

0.02640 =

0.00177 ¢.00554

0.03881 =

0.00034 0.01530

0.02650 =

.01948 0.00340 -0.00125 -0.00016
5 0.17233 -0.88334 -0.32760 11.

0.06570 =
0.00417

0.03874 =
0.01418

0.08123 =
0.04396

0.02679 =
0.00210 -0.00075

0.082336 =

.03575 0.02287 -0.00622 -0.02476
5 ~1.081l56 -0.46260 -0.49186 11.

0.07788 =
0.01721

0.03230 =
0.01447 -0.00725

0.05893 =
0.00686 -0.00534

0.08695 =
0.00427 -0.00754

0.16315 =
0.00147 -0.02905

0.20226 =

.06481 0.03510 -0.02105 -0.05062
1 -0.71885 -0.60444 -0.36221 11i.

0.17120 =

.11388 0.10762 -0.01320 -0.03729
1 -0.78500 -0.61610 -0.431251 11.

0.08786 =

07642 0.05538 -0.00772 -0.01074
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H891
0.08027
H881
0.13097
H851
0.06577
H861
0.10502
Hlel
0.02469
H111
0.03383
H121
0.03606
H131
0.03697
H1431
0.03108
H231
0.03066
H232
0.030929
H241
0.04434
H242
0.04489
H281
0.08666
H282
0.08723
H283
0.08710
H201
0.03327
H221
0.05146
H222
0.05104
H223
0.05131
H41
0.02807
H31
0.03001
H71
0.02870
H871
0.13226
H211
0.03270

9.22557

9.33331

9.06867

9.17563

9.86530

9.42959

9.41618

9.51614

9.64103

9.89972

9.75764

9.87585

9.97980

2 10.15353

2 10.18989

2 1

0.26566

9.44027

9.36727

9.52479

9.43193

9.73983

9.85823

9.81367

9.30621

9.59801

.31210

.33306

.64846

.67239

.42517

.65626

.49292

.31066

.30191

.24922

.18723

.16237

. 27746

.82912

.92278

.02166

.43682

. 66624

.72860

.71611

. 74902

.88568

.65791

.51762

.29339

9.56883
9.65289
9.57936
9.66111
9.62245
9.81326
9.86839
9.84059
9.76144
9.57680
9.60372
9.67759
9.67100
9.56085
9.62053
9.58620
9.49457
9.51370
9.51527
9.56601
9.56204
9.61518
9.73490
9.69480

9.53630

1A,
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st7] ®ell 71AE mhep 2 A9 deo] ¥ 45 3t



3 4ol

Br1 c2 1.892(3)A c2 C3 1.387(5A
c2 c7 1.383(5)A C3 c4 1.371(5A
C3 H31 0.938A C4 c5 1.392(5)A
C4 H41 0.921A C5 cé 1.406(4)A
C5 N18 1.428(4)A Cé c7 1.395(5)A
c6 c8 1.497(4)A Cc7 H71 0.924A
C8 C9 1.497(4)A C8 N15 1.276(4A
[of°] N10 1.338(4)A C9 C14 1.395(5A
N10 Cc11 1.345(4)A c11 c12 1.378(5)A
C11 H111 0.935A ci2 c13 1.370(5)A
C12 H121 0.948A c13 Cil4 1.382(5A
C13 H131 0.936A C14 H141 0.934A
N15 C16 1.478(4)A C16 c17 1.487(5A
C16 Cc23 1.527(5)A C16 H161 0.976A
c17 N18 1.346(4)A c17 N21 1.320(4)A
N18 Cc19 1.391(4)A C19 Cc20 1.342(5)A
Cc19 Cc22 1.494(5)A C20 N21 1.378(5)A
C20 H201 0.912A N21 H211 0.854A
c22 H221 0.965A c22 H222 0.966A
c22 H223 0.960A c23 C24 1.534(5)A
Cc23 H231 0.969A c23 H232 0.981A
C24 C25 1.478(5)A C24 H241 0.960A
C24 H242 0.988A C25 026 1.201(4)A
Cc25 027 1.342(HA 027 C28 1.451(5)A
C28 H281 0.964A c28 H282 0.965A
C28 H283 0.962A S80 081 1.431(3)A
S80 082 1.447(3)A $80 083 1.430(3)A
S80 C84 1.774(HA C84 C85 1.400(7)A
C84 C89 1.369(NDA C85 C86 1.380(7)A
cs85 H851 0.932A C86 cs7 1.342(13)A
C86 Hg61 0.943A cs7 Cs88 1.410(13)A
cs7 H871 0.934A C88 C89 1.433(10)A
Cs88 Hs81 0.925A C89 H891 0.940A
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Br1 c2 C3 119.3(3)° Br1 c2 C7 118.9(3)°

C3 C2 Cc7 121.8(3)° Cc2 C3 C4 119.0(3)°

Cc2 C3 H31 120.033° C4 C3 H31 120.959°

c3 C4 C5 120.3(3)° C3 C4 H41 119.485°

C5 C4 H41 120.261° C4 C5 Cé 121.0(3)°

C4 C5 N18 118.9(3)° C8 C5 N18 120.1(3)°

C5 C6 c7 118.2(3)° c5 c6 c8 122.3(3)°

c7 C6 C8 119.5(3)° c2 Cc7 C6 119.7(3)°

c2 Cc7 H71 120.432° C6 C7 H71 119.874°

cs Cc8 C9 17.7(3)° C6 c8 N15 124.4(3)°

C9 C8 N15 117.9(3)° Cc8 c9 N10 116.6(3)°

c8 G9 C14 120.03)° Nt0 | C9 C14 123.4(3)°

) N10 CH1 116.7(3)° Nt0 1 C11 C12 123.7(3)°

N10 C11 H111 117.041° c12 Ci1 H111 | 119.278°

C11 C12 C13 118.8(3)° c11 Cc12 H121 | 120.443°

C13 C12 H121 120.783° ct2 | C13 C14 119.3(3)°

C12 C13 H131 120.694° C14 | C13 H131 | 119.952°

c9 C14 C13 118.1(3)° co C14 H141 | 120.942°

C13 Cc14 H141 120.983° c8 N15 c16 117.6(3)°

N15 C1i6 Cc17 105.7(3)° N15 | C18 Cc23 110.8(3)°

c17 C16 C23 115.7(3)° N15 C16 H161 |107.681°

Cc17 C16 H161 107.726° C23 C18 H161 | 108.910°

C16 C17 N18 120.7(3)° c16 c17 N21 131.2(3)°

N18 C17 N21 108.0(3)° C5 N18 c17 122.3(3)°

Ch N18 Cc19 128.6(3)° Cc17 N18 C19 109.0(3)°

N18 C19 C20 105.7(3)° N18 C19 C22 124.9(3)°

C20 C19 c22 129.3(3)° C19 Cc20 N21 108.6(3)°

C19 C20 H201 127.007° N21 C20 H201 | 124.433°

Cc17 N21 C20 108.7(3)° c17 N21 H211 | 125.926°

Cc20 N21 H211 125.351° C19 [ C22 H221 1 110.223°

C19 C22 H222 109.368° H221 | C22 H222 | 108.664°

C19 c22 H223 111.184° H221 | C22 H223 | 109.452°

H222 c22 H223 107.885° C16 | C23 c24 107.9(3)°

C16 C23 H231 107.712° C24 | C23 H231 | 110.073°

C16 C23 H232 111.123° C24 | C23 H232 |109.430°

H231 G23 H232 110.583° C23 | C24 C25 118.8(3)°

C23 C24 H241 107.661° C25 | C24 H241 | 104.516°

Cc23 C24 H242 109.365° C25 | C24 H242 | 106.503°

H241 C24 H242 109.671° C24 | C25 026 123.3(3)°

C24 C25 Q27 114.4(3)° 026 | C25 027 122.4(3)°

C25 oz7 C28 115.2(3)° 027 | C28 H281 |108.952°

027 C28 H282 110.269° H281 | C28 H282 | 109.738°

027 C28 H283 108.681° H281 | C28 H283 | 110.225°

H282 C28 H283 108.963° 081 $80 082 111.9(2)°

081 $80 083 116.1(2)° 082 |380 083 111.2(3)°

081 S80 Ce4 306'30(1 8) 082 | S80 C84 104.5(2)°

083 580 C84 107.02)° 580 C84 C85 117.6(4)°

S80 C84 c89 122.1(4)° C85 Cc84 C89 120.2(5)°
C84 c85 C86 121.6(6)° C84 Cc85 H851 |119.148°
C86 c85 H851 119.275° C85 C86 cer 117.5(8)°
C85 C86 H861 121.859° c87 C86 H861 | 120.606°
C86 car c8s8 124.9(7)° C86 cs87 H871 | 117.763°
csg cs87 H871 117.376° cse7 css C89 116.0(7)°
c87 88 H881 122.592° Cc89 Cc8s8 H881 | 121.435°
C84 Cc89 Cc88 119.8(8)° Cg4 C89 H891 | 120.080°
C88 cse H891 120.078°

AT 1

A 28l 9JoiA, 7.6, 11.2, 12.4, 14.6, 15.2, 16.4 @ 17.7% 2-AHglo|A] EAA 9=
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2 3" (XRPD) HES Yehdle 34 (D)9 s3tEe WAddgelE o] 24" thg Al WAool E
AT 12

Al 23ke] glolA | 7.6, 10.8, 15.2, 15.9 2 22.0% 2-Agex EAA =z
steha) (D9 sgEe] AddelE 9o A4 Al wAdeelE 4.

it

EFSHE XRPD AR ekl

A7 13

A1 WA A 12859 o= @ Pl mE A, L AP oR HexE wAl, A E£E s TP

£ o 24E.

AT 14

A 18 WA A 12829 o] 3 ol 9lojA, ooko @A AL&3ly] 93 o,

A7% 15

IAANA AA = 2Ee Graly] 98 ook AxA], WA wi FES 9k kel A 13 WA Al 123
o of= 3 Fof wE o] &=

37T% 16

AR A Borets 2 Gwaly] 9ak ook A|lmA], EHolksle] S@ek kol A 18 A A 128%<] o] g
ol we e &=

373 20

Al 193l glold, A A71sh WAl MEANS S g 1A WAEolE o AdEe] AL FEd
= s xFete .

3T 21

Al 203 AdoIA, RS e S FHE 29 WY

3T 22

Al 20 == A 2170 lelA, A A7I7F BT EE oY opMHo|EFel] &= U,

7% 23

Al 203 WA Al 22%Fe] of= & Fel| slolA, WAl dEabe] oghgFel] &= U

AT 24

Al 203e] oA, e, ol opAEo|E, opHE, olaXzd ofMHE Ei oE ¥auo]EFe] 35t
(De] sg=e] 2 A719] &S ddeso Hﬂ?ﬂ AERS &3 HEAA GO HAAES B A
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[0004]
[0005]

[0006]

[0007]

[0008]

[0009]

[0010]

[0011]

[0012]

[0013]

[0014]
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o] A H/Exs Folgk Aol dubHel viH 9 fri B FAE A ez 10U 1.

EP 1,183,243 (AAlel Ic-8, #o]#] 36)ol 7]=d 3&EF sk 87l seha] (D& =AE wpsh 2 md
3-[(48)-8-B &= B -1-wE-6-(2-9| 2|t d)-4i-o|u|t}ZE [1,2-a] [1, 4] Zt| oA A-4-9] Z R} o] o] Eo|t}:

CHs
/

iy
—=N CO,CH;4

]

o
2
o
2
r o
rtﬂ
=2
B
o
(@]
~
N
a1
=
o
E

stah (D9 8] 71 5ColA AZse 4 FE IDelA A8 AE
o g, FAoA QUM Mo g Wy, 7] eyt nlwste] o] 01/\1 A8 As7t yEhE A
EE FEEJTG (3H7] AAd 1 Z2).

EHAE, sty (D)9 33Ee], Aty oR 345 thde SuzRE folsiA HE=o], dzd 4 <
Aw, gre EHA 9 2o L8 UhE 1EE AR B (HMAAEN) HAYoE dS IA3S
sl brh=t

ggo] g

Hodge] w2, 338k (1) QJ%A WA E do] AFHt. uiEAsE, olgfe de AAGH o
o v AEAlE, AME 9 1:19 8] (DY sigE el Y gstgs zherh. HAddolE d9
tggAe] Az Uy 9 54 3] AAde 71Ese]

o] m2W, 518k (1)) sEEe] wWAdbelE do AAA tdEA (Edol=, WAHE A 13§02
e 7 AFEH, ol ¢F 7.3, 7.8, 9.4, 12.1, 14.1, 14.4, 14.7, == 15.6% 2-Agox EAH 93 &
EHahE XA 2 3" (XRPD) S ek,

uh2 5 l% HAZolE A 18 242 A= ¢ 7.3, 7.8, 9.4, 12.1, 14.1, 14.4, 14.7, 2 15.6%
£ va5 £ XRPD HES vhebd,
g& nlgdsiAE, fiddelE A 18 44" ggAe 7l 542 9aE E£3dstE XRPD HdS vEkd
o 7.25 (10.60), 7.84 (72.60), 9.36 (12.10), 12.13 (32.50), 14.06 (48.50), 14.41 (74.30), 14.70
(50.70), 15.60 (26.90) [Z%= 2-AlE} = (Ao A7) %)

g slE, MAdOIE A 13 244 AT 187-204C, wAAsAE, o 19110209 ARFALZA
DSC) 71N §8 SmE
A 1o A FERE 90K (6.39 R DM ZAHAT. A 19 101 SR Ae| S sepe 2
oh. el A WU HRe TS HYE B4R 24 2L Tl Wdel= BAE GaHh e
=98 H3E PAL ongE weged wEom PAASEG. A FEE a = 768684, b =
29.2607A, c = 12.3756A, a

=90° , B =97.7830° , y= 90" ¢ 99A X5 L p2o TIES ZET
8

A4 e A6 9o B8 A JlEEel om, Ages & 179] AN ek Al 1o
@ A% Aol L 2 Az B 19 2 200 AAH Y.

=5

A
R

==

B odbgo)] w2, a = 7.6868A, b = 29.2607A, ¢ = 12.3756A, a = 90° , B = 97.7880° , y= 90" ¢ ©&
AA < (it cell dimension)ZE zte AAL $akal= AAA tha Aol 3ska (1) 3taEe] WAy ol E
Hol AFETt.
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[0026]

[0027]
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® 170l BAE vlek 2 R A;el o8] HAE 2H 7S 2 284 dFAA 394 (D9 H5HE
WaEolE Qo] 2 wd] wet Azt
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o
i)
o
N
o
)
N
[o
N
N
s
ot
_10“

T, 3E 19 % O3 200 A4 A A (D9 shetEe] wddolE
A=}

Frgol uheh AlEE .

wak, ok 8.6, 10.5, 12.0, 13.1, 14.4, T== 15.9% 2-Agolq EAZ a4 ﬁﬂé}b XRPD &S el
sk (D)9 33E9 HAoE A A44d tda] (g, wAdglE A 28 o=z vepd)rp B ot
ol wz} ATt

nekZ s A=, WA E Al 28 ZAAA gdA= oF 8.6, 10.5, 12.0, 13.1, 14.4, ¥ 15.9% 2-AEelA &
4 928 T XKD HES e,

g8 shgEele, Wadels Al 23 A44 dBAL A 548 Was w¥shs R AU ek
t}: 8.64 (17.60), 10.46 (21.00), 12.03 (22.80), 13.14 (27.70), 14.42 (11.20), 15.91 (100.00) [Z= 2-
Ak = () A7 9]

uhgrsiAlE, wldEolE Al 28 AR gdAl= oF 170-200C, ®bgHASAlE, °oF 180T AAFAIAEA
Z

1[‘

Ir
—
O
(=]
=]
w
[o/¢]
K
=]
0
>
=2

~
A

X
i)
32
o

A 289 A4 FEE 2 A 28e 11 SR dnelEe] setge e
o olel Ages wg § B BA 2 st WadelE ¥R e, 83E v
oln|tiE mEgollA TEo R FAxIstETE. AW FFE+= a = 8.92130A, b = 11.1536A, ¢ = 25.8345A,

=907, B =90, y= 90" o WY A% W P2229 TS v, A4 TaE A4 109 6%

W, A4eA REE K 18 AAEe] Atk Al 289 AF o] @ 7

ox e

flo
g,

Ztzt % 21 4

®oago] wEw, g = 8.92130A, b = 11.1536A, ¢ = 25.8345A, a = 90" , B =90 , y= 90" 9 ©H
= AAE ek 2AE t@ARL gk (D9 getee] widdelE o] AlsErt.

E 18 BAE sk g T2 AE) o8 FHE A9 PEE 2t 493 GIA H4A (Do FFRe
il

=R, E 21 9 E 220 42t wAE wel 2o A% Aol W 248 2 st (Do) AR ol o
o] W wro] wet AlFHT,

w3k, oF 7.6, 11.2, 12.4, 14.6, 15.2, 16.4, =& 17.7% 2-Algld A EH A 35 ¥335l= XRPD JHS
dehiE sheb (Do) sgEe] wAdelE do A9d tyA (BUA, Wadel= Al 3go= et
2 we] wel AF

ok 7.6, 11.2, 12.4, 14.6, 15.2, 16.4, 2 17.7% 2-AE}

g% vggsiAE, wAddelE Al 38 244 g sl 544 vaE g8 RPD AES JER
t}: 7.61 (65.70), 11.19 (33. 20) 12.38 (48.70), 14.63 (30.60), 15.18 (33.20), 16.40 (29.60), 17.68
(51.30) [Zt&= 20° (d A7 %)

A EAl=, wAdEelE Al 38 ARA g¥AlE 195-205C, wFEASHAE, oF 200-201TC ) AAFFAIE =
(DSC) 7 &8 &=5 2=t

2

T3k, 9F 7.6, 10.8, 15.2, 15.9, & 22.0% 2-AElelA EAZ v3E2 £s= XRPD HES HERE 33
2 (DY 35 wadelE o ARA thEA (EYdA, dAdgelE A 48 0% Y7l B iy ul
2t AlsHt.

v A s, Aol Al 48 A4 g of 7.6, 10.8, 15.2, 15.9, ¥ 22.0% 2-HEllAN 547 3
45 %338 XRPD HE S e,

g magsls, WMol Al 48 444 EAE §7104 544 vas ekt XKD AL vk
t}: 7.62 (83.50), 10.75 (14.70), 15.17 (37.80), 15.85 (28.70), 22.03 (100) [Z= 26° (A A17] %)]
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ngA s, wAEolE A 48 ZAA A tyAE 180-185C, wFHAsHAE, oF 1827T 9 Alx}FEAFE=A (DSC)
7
vtz e d& FAEo FAA (robustness), &, & % 38y L uA e okH o] V) %3 w Ao E
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& Eddel, 2 09sl 9 A YU AT AR, P Y

= olgrg, old olAElol=, WBE, tjZzuet (DOW), o &=z opHeo]
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) ojmele] Adste] WA= Al 33 244 JFAE AAALoEA AxD 5 9
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gk, 2oty waw, A7) WHS 999 Wl g3 $£571E% s (1) FEEe wAdHolE o]
A FHE T},

HAZolE A 48L& HAYOE A 18S o]AZ 2 olAlElo| B/ S, nlRAEAE, 40% o] AZ I o}
HolE/oetS R AAASA Do =ZN Alxd
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TR, 7] el s 57bs R sk (1)9] gtee] widHolE o] ¥ il we} Alg et

el ge B (DO P MUdelEE £, Agd S, Tt 4GS Sol/Fev) wE S/
W EgEETE AgsARoRA Axd + Ut §9 wt EFRS e ne, Whsa/AY S
q

37, SRR oln @] FAoAY (dF Hol, oEUEY

g ), A olA
WY o(n-mdh), = o] & Rl (HvE AFA = 2-TEREdA) 2dstel aEE s %‘H
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A 290 ARAE A §oh9 A wivjEgoln,
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@ Aol wEw, A 23S Mg/ (Mg, 9 Lw nw 6 Sol, 4T W/
olereFel eta ()9 83 wWaeel=e] §oe YA go M) e 245wt
WA TAde] ey, A 39w/ oAl E (AR, T L= M oF Sof, 4T
e R EERPEL R E RS

v A gk FAool] w2, A 432 o]AXRI olMEo|E/oerE (R AEAE, T 2EZ oli
AHOE/e&F o 34 ()9 33E wAdolES §48 WA o 2N)2HE AAsH),

ola #E/bER e (Dl SFEel WadelE ol

[H

23 of

ik
ol
o
R<)
[
=)
ox
N
o
i)
ol
ulcs
Lo
Lo
ok
L
o
Lo

woumel o] WA B4 RAFoRA FobssAw, whgHsAl, AsHon SeHs dAl, ¥3A
T SAAste o 24E FHR AU, BE, A, R4 e ddAE 2480 e 4R ¢
B9 AANA S gk s, FEANA AFA opok @,

®ougel ol 248 AT, A%, Fh, 74 (A% Bol, Ash B AT (AF Bol, dshy, =i, 4
s EE U] Felo) Agd AL e

hgRel A, £ ougel 9o dE Sof, gole] Fuy wi ] o s WA Folg 9@ okl 24
2 QU ARt oAl 2T WAT TR 9% 49, 2ABL 4 EE 054 89 E=E oA £
F2A 5 lom, oy AwA, A, BFA EE J)E HHHoR HE s AT T 5+ 9
o

wowgel o) wiAS AGE pi 249 54 A4 A b AFRAAED (D) FEAFl EA,

olg|gt Ao AlgE F Jdu AZFEZY2E-L Algx 23 (CyDex, Inc.)(Critical Reviews in
Therapeutic Drug Carrier Systems, 14(1), 1-104 (1997))9] 33" ZE]& (Captisol)Z AT = B-CD2] &
o] 3dy HAIEFEHE (SBE) F=A 3], SBE7-B-CD =& s|=FAX2Z (CD'so|t}.

wowgel Qo Fobe] migAE AFe @ olgl, a7 AAF st oy EgsE A4 AFolth: ofx
MEngh, AESA, W, QR Zeld, 24 dEREmeels, R4 b gEuEi. oE AA:
A%, Aol (caking) E= ZMFAZA F88 Aow AFHAG. AR Ao, JSEF, wIE, Ze
g gelE EE 7l gRol A¥Fl LFHE Aol fAY 9

AGskel A d W (5, 4 934 = 01ADe 54 9ol Belsehd 54 (A% 5o, F8dE,
pKa, )0l €2 4 ok, detHow, 9o B (FYE) Ei GrERs EE A5t A74E7] 99
A4 RPBRA SAT + Ak oldF AFE AvHon, AE EE Asg FU7I9 Lo ve £ o
B2 £ 5 At o5 tE-Fof g AU, AT TR uwwhd £ b WE E2AY 5
k. mE oleld APE Hitslofo} dr}

t
%
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o
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fol
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e
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E72 AR A7 A P A 45 F9] LJC-039-037-1 (WAl E ¢)E Hwd XRPDE LiERATH

A olE Al 19 2 A 2399 XRPD H]aLE YERHTEH

= oA 18 2 A 299 AAFAIEZE A (DSC) W olE YERd

9ax WAl E Al 18 2 Al 339 XRPD g YERH, = e Al 18 B Al 339 eHgolE Ve

It
£
fl

al
)
o
rl

el

% 102 LJC-039-086-1 (A& o|E Al 43)<] DSCE iepdTh

T 112 WA elE Al 18l digt A3%}E vERATk: a) 100mg wi=] LIC-039-037-1o ofgt XRPD; b) 100mg =i
2] LJC-039-037-1¢l thgk DSC; ¢) 100mg ®Ix] LIC-039-037-1o thgt TGA; d) 100mg ¥iX] LJC-039-037-1°] tigk
1H NMR; e) 100mg ®iX] LJC-039-037-1¢l thgh GVS; f) 100mg ®j=] LJC-039-037-1o tid+ GVS ¥ XRPD; g)
100mg ¥ LIC-039-037-1¢ ©thdk 40°C/75%RHeIA €] ¢4 % XRPD; h) 100mg Wi LJC-039-037-1¢ & VI
XRPD; i) 100mg ®X] LJC-039-037-1¢] st HF vlo]a 2233 (microscopy);

% 12+ WAdHolE A 280l vt A5 vfERAT: a) 100mg wiX] LIC-039-067-89l gt XRPD; b) 100mg wi
A LIC-039-067-8¢ thgk DSC; ¢) 2C/min®] X #Ho|E (ramp rate) 2rE DSC; d) LIC-039-067-89] th3k

1

H NMR;

T 138 #WAHelE A 38| Wg ARES vehAth: a) LIC-039-081-20 thdk XRPD (LJC-039-081-12] WA=
nye 2 a8 (crop)); b) LIC-039-081-2¢] w3+ DSC; ¢) LIC-039-081-2¢] th&F DSC (2C/min A #Ho|E);

d) LIC-039-081-20] 3k TGA; e) LIC-039-081-2¢] that 'H NVR; f) LJC-039-081-20] thdt GVS; g) LIC-039-
081-291] th3F GVS ¥ XRPD;

T 14 WAYolE A 4o thg A3ES yepilct: a) LIC-039-086-19 th3k XRPD ; b) LIC-039-086-1] t
% DSC ; ¢) LIC-039-086-1o th&k H NIR;

Oft

T 15 HAgolE 9o W= wjx|o] i3k HPLC A RuIEZHZ 2 ojojx ARZ A5 YEUE ofdHE
A ~HolA B EE (Agilent ChemStation reports)E YT

T 16€ LJC-039-081-1, 2 LJC-039-083-1o tist 7| mZnlE 19 E Yehdt);

T 172 g5 (D9 S3HE vAddoEY AgstolA #ax = 34 FAPES oAH ouA] (2F, 4-8mm W7

Aokzh) & et

182 Al 199] Wt o] Felt

% 19 44 S99 (thernal ellipsoids) o2 el A48 2 2-W|SA g2 MY opielo]= goloz
BE gE S84 (Do) g Wadel=e] a4 Al 18 w24 -4 ddel oa 548 24 TxE e
itk A4 xRl Holdom 9Ad Fau e

EEES BE-CERE SR ISR ERR EERRtEs
% 218 Al 189 shtel H9E 2R (3ol ofs) Aen gu 20 Al 25e] e (k) wlaE Ve

&= 22 TN Aoldh Wkl uwhE, Al 189 FoHe] =A< widdolEe o) e P HaE vEkd

lo,

w232 Al 189 shte] HHA wAgelE (ol o Add el £ A 238 Fe () WaE
LERATE

T 24 AAA a F (a), b F (b)) 2 ¢ F (o] W& 2-vSAderE:5d ofMH|E &Aoo zRE A%
g sheky (D] stz wideelEe 24 wad X-A 3ol s 549 24 722 Yed,

gk # A% (-0<3.6A, (-(<3.6A, B N-0<3.5A % etk
g XA S dHleletRE o] ke B | Sds yehd

T 278 32 (D)9 3EE wdgolE A 23l dia] #Ey ZYolEE AAS e
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[0083]
[0084]

[0085]

[0086]

[0087]

[0088]
[0089]

[0090]
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= 28¢ A 289 WoY welel Fe veharh

20 @ Yl Sls) UEL 948 2 99 (D) S5 WadolE Al 299 249 wag v
Ao o3 =48 Ba p22 Jeldt, AF FRoA Eolx oz oxd Jauk UER)T;

= 302 A 299] B9 Bxjel s AgE G ek

% 31 TSl geldt Wl me, A 239 SYHel Wadol=e] oja Auy Fejs veuck;

T 328 4AEE a = (a), b &= (b) 2 ¢ & (o) W& 3 ()Y 33E wAgolE A 289 AR o
AR X-A Ao o8] =AH AA F2E et}

= 33 A 280 WF B HE (0<3.6A, (-(<3.6A, L N-0<3.5AF vhehaich;

£ 345 Al 280l 0l BAA X4 N dolehmaE el AE ¥ AW HAE ek

% 35 S8h (D] g MAeel= A 19e] 9d 94 F4] 283 (labelling) S vhehaieh;

T 362 38 (19 3% wAgoE A 28 ue Uz FAle gHaS vehd.

g Ak e FAE Q] &

AR 1

335t (D9 SEEY 3A-Ad IF= I+

/718, AEsHA FAE A 2ng9] 312 (D] 352 AES 4-nl FY 2 23757 vlojdd ¥l

. AZS xv)d 2 dEE 5C/FY A 5% (ARH), 2% 300C/60%RH, NHEE 40°C/75%R0 2 A= w

60 C/AMRHON A 340 A% Fo] Al g3},

AMZo AR7E NgHoezr BT, Fshy (D)9 §3E dFS % 19 HPLC W o8 433}
/0 (% w/w) = A (D)9 =9 wd WS WA U12438/79/1% vlwsle] SAsT. % WA

e AA vm wHE 34 (1)9 e va dHor YgozH 53530,

E 1. HPLC ¥ =4

7Y
AF = Fledd2 21} (Phenomenex Luna) C15(2)
Aol x id= 100 x 4.6 mm
izl 37 = 2um
o|& A A=1000:1 E/Ec]ER 2l EHN
B =1000:0.5 el EVES/EF|ZEQ 2ol E AL
Hd 1.0 mL/min
e 2% 40T
Tef A7+ (min) G4 &B
0.0 80 20
20.0 20 B0
25.0 20 80
25.1 80 20
30.0 80 20
EEEES 230 mm
Zoy ME o 354 (1)9] 3T E 1.0me/ 60:40 B/} EUE Lo
1.0pg, FEHOZ 1yl
B Agh %} 7.64 min]H FFE (1)) FPE] 859
kol

AR7]. ¥ 2% ARy A7E Jehdit,
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[0094]

[0095]

[0096]
[0097]
[0098]
[0099]

[0100]
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E 2. 354 (D9 3329 ZR7] Heolg 2%

Az =24 A4 17
2|

RT 27 54 A g2 234 §F
e 5C/AMRH 34 224 A gre 4 £
2= 5 30C/60%RH 34 394 iz g2 24 2o
7AHEE 40C/ 75%RH 34 Hielgte] wiede] S&5 4 G
25" 60C/ARH 34 dho]ate] Hide] 2ad A=2 4 1

7] e A o]

38k (D9 FFE &F (9 w/w). % w/w &F 3 (% 3 I2)S U Way] A94 7] @3 dag 5C
JAMRH, 2H% 30C/60%RH H= /Wl 40°C/75%RHAN A1 9] 349 5 Z=AE gk Alo]o] zpo]2 HZE3d7] oeeS
YeRATE.  2HE 60°C/AMRHAA 342 AF3 Ao i)l SR8E B b w/iwes 7] FFORRE 10%w/w A
35 e

g8k (DY SFE &F (% BF), s34 (D] 3= 99 2k (area content) %= LHlE 5T /AMRH
o ME 34U A% F @AT Mahrt glar, DoAY 30°C/60%RH, NHE 40°C/75%RH = W3 E 60°C/AMRHOI A &=
MZof| ot AR Lx2 ZrpA 7o) wat e AT e, 9 Ea] 332 RRT 0.68, 0.87 2
RRT 0.9004] T}, Axo] Z7|olN% vwd Bst (23719 ¥3) IznE1de] e gz Fe 3
3 33 (degrdant peak)ES UEMAT (S Sof, Aul® 30C/60%RHAN A 77] 5 3; HLwl®El 60°C/AMRH A 2]
13-2070 F=). oly3t AFEL e B ARE AAS. RRT 0.6890 419 E3= dAHZ 7hia)] A
AE=A "]ﬁéﬁ.gi FALAG (Bt (D 3FES 2 4D, 7heda AdEdd dig Aow e
RozA, NEtE 40°C/75%RH BEolA 7Hg 23,

E 3. 334 ()9 3= HPLC dlolel 2.9

el
u=

AZ =A A4 gty (12 #gEs] 8% Ha 7] % =R
Hel ofst
A%
o % wiw B |
RT =7 100.5 95.14 Ave = 04 .81
RT Z7) 104.1 04 47
57 /AMRH ™ 20 #11 34 102.8 095,30 100.62
S et A4 34 917 94.20 09.36
40T /75%RH FRHEF #1 34 105.4 03.45 88.567
407 /75%RH 7REF #2 34 100.3 03.39 08.50
60T /AMRH =150 #1 34 03.4 87.77 92.67
60T /AMRH H & #2 34 01.1 87.77 92,57
F9
1. SENZY A @A oz] (autosampler sequencer error)® ¢l ©x] slbe] AMEwt A1 F 3k},
A
sleha) (19 3gtE-e HuE 5C/ARHANA 34Y o] A% Fotel Arry] 9 gy #AHste] b ol
A 30C/60%RHAN A= BR7] ¥yt B2 A gkont, x7] G9%9 vlwste] gsha] (1)9 3= %
o] °F 0.6% A7t wAREAT. NE 40C/75%RH == W E 60°C/AMRHONA A4E &aE AZo] 3o A
LMo Z WElglom, z7|ef vlaste] 33k (1)9] SeE el SlojA @A Ask (1.5 WA 8%)7}
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[0101]

[0102]

[0103]

[0104]

[0105]

[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]
[0115]
[0116]

[0117]

[0118]
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#EE AT, RRT 0.68, 0.87 % RRT 0.90A9] 8 &3 Fd+= &

. o ] ze yae @A dFE
= tjo] Ba 422 obAlSTh.  RRT 0. 6801]/‘1«] i

=
7}4%6}1 A=2A FAEAE. o]

[o
i)
o

i

il

gl

s

stk (Do) agt=e] &ees vgd 71 &rfol 24 a3k, Salle vlojeh= 87] & 4ol 7)Ao
%

g

£ 0f 875HE A4 £/ we/ml

o =2 446

A2 324

zEg-0-2 454

LA E 214

=4 460

A= <lAeel= 218

HEeS == £ 311

sl ELES 362

47] doleh B8t (D)9) SHiHEe] 49 47 SulFelN ¥ SHEE HHS melFth wiAE )

szl A% Qrlel Tl 7% AHE pkax ZAsGTh. ael, Wd sele] 7% FHe 1.999] pka
g et ouTE 1) 7R F4e) pkat 4.530.% SAHUT

WA AEALS sleba] (1)¢] 3HatE o] wAddgolE de WA= [ﬂ AgE ot Ade guule] GujE olg
tof 20mg 2AYR #636—}214. RE S e (IDF 2% (stTh) §dozA e §afwd uet
VEHEZA =4 Ay FY x4 3kt

1 g dzelE =24 LIC-039-009-7
oloJA, A& 25 &<t 40°C/75RHA A AFe &, s FXo dis] XRPD 2 HPLColl 9] AlEAsta &4
AAEE HEAT. F8 2 =F Pk 9L FUT B¢ gEoz fXHJeH, T, =2 35y
SRS FAEPY o, oe AME REE R
2ed g9 T % 243 (87 ¥ 6)25H, dozHEe] wAYoE & AL A A 2 Fo =
T e YEhG

e @ 1D 2% 1'% |#= 1T/
1 Hd#el= LIC-039-009-7 95.9 95.9

7] Ashe WAool e 2% U FuT HYE ANE S nelE,
AR 3

100mg o 2o wAgolE oo 7 Zojsl= Al 29] dlolete] 7|xste] Faatgtt. EFqlo] wWA# ol E
AL Feehy] 93 v E g9l Ao 8

sk (D] szl WadelE 9
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[0119]

[0120]

[0121]

[0122]

[0123]

[0124]

[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

[0132]
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somg £9) BARe] FE Z0E, B40] L D Ao ¥ #Aay] fla), 2w, LelE Bdo] oA
o it AQdA BEE A% 599 242 F4E (A 19)AAES Ay 98 FFAAT. B o
A ol A 189 Aow AN, SAo] oAHE vz $AUCW, g S8 s, 400

13 ] Amel ® 42 R FUE 59

{84, 100mg 9 &

4 %
ok oleld F w o gelozx H7hE WA HENT EFAFAA

S
ol

a%oﬂ/ﬂ %47}
5 Fob Wik ¥, 1y

1 o}
oA 40CelA QB Axs3iTtt.  XRPDA
1

=84 D = GVS FF | 85 A | 164 F% | £91E | d8F | 7E £/

/% A E4/% ng/ml | £L/% e.e
%
L | Lic-039- | #4 2.0 201.3 4.9 8.3 97.1 04.4

037-1 i P!

LJC-039-037-10] ™3t A&A 3= (enantiomeric excess)s ©A| 94.40|w uwlgbr, Ay= 5d3d Z7135}
of BEed ¥ tE ujx|e wAd#olE (LJC-039-081-1)o] A3t} o] 3t wjx]o] ALA ol dAA =&
99.1%0] t}.

27 A3

HadgelE & (A 13)9 F7F &S MAAZIZ] HE, e EuE 23dsigit (olax=d
Ol E|o]E, od EEHOIE, WS L olAE), F 8H 100mg TFE S ol BTl o)A Aol uj
sk v g fd EeeFe 25 §AqoZA Hrtd #H Abd g Skl

ol

sheh4) (D] shetE (3] 704-38, 100mg)& S04 8o (600u) % &
DR e

HAIZITE. AF (2500, olEe< o]
, BE g Z3EE FHClA 48417 ok WA ) gl

o Aves # 8ol aokEgit

32

T s H4E94d 5 o =+ XRPD &/ TE | 40T/75%H
3= & [g9h% | o 4F F
o] £
1 LIC-039-0| #l2e] | <IHE A 13 38 08.4 98.1
67-2 =
2 LIC-035-0| #l-<# <] iPr0ic A 138 79 97.7 95.9
674 E
3 LIC-039-0 | Hl2ee] | D == | # 1T 40 08.6 95.3
67-6 E ble] E
4 LIC-039-0| #l2 ] MeCH @24, | 71544 98.1 |71=43] &
67-5 = A 2% f7s =
HerLZo] HAYolE AR WS sl RE uhgo] A 13S et HEe w2 ELS 47
A AFstGet. 59 AygE T4 wAdgolE 1118 EIAAFTH, B B gy Q2 FE (A 2
3

AR opEolEst g §ui/t 4] £RE FANY 5
Al 5 Ak oldel Aew g (g ohalHel )7 BEwe)

gZel, HE R Sl AHS A olE olAHEE A Aow AAD

e

o, 858 A5
%

& A
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HAgolE qlo] 1g S Tt oJ& AFTHSE 950mg (70% F&) Al 1¥& A ZT.  AA+=
xR AAEom () uebA, 3G5E Bxs] 8 L% A 185 AlFsgith. &9 16

4ToAA AFsgity. 59 1¥FES A2 &9 39 (A 33)S et 13 g84 ¢

2% XRPDol| 93l ®A35le], ojzle] g s FAJAA] Ee §uiSERQIAY oJF-E A5G, EAAE s
A% Azx H NR ZA o9& olHd nFEE LujsiEo] ohwn, DSCE dAEo]X] wlo] AR Am]
(hotstage microscopy)®l] 2J3] &dHd T/ SE ¥gS veEld Aoz A2YHZAY (= 3). o= A 18
AEZF 187TCAAA §85™, #l 382 200CaA &85+ ZAoZ sidEr. Al 13¢] XRPDel <fdl] &1=A
¥ olfT, XRPD7} mlola R~z R W Wgkek 7o)

aif)

A 3ge Al 13§ e LxolA Fasg,
o] Aole] #AZ AN Slsl HE Al sl SAHE SRS,
9. WAHeIE Hrlel & vole}

= D T 88 AA/T AH/IE
1 LIC-035-081-1 1 201 56
2 LIC-039-067-8 2 180 73
3 LIC-035-081-2 1.3 187, 200 7.6, 37
LJC-039-081-20] E&A3l= Ao A 189 ] @& £5HE ¢ @& 5o AAQHoz 7| itk (LJC-

039-081-1¢l141 <] 97.9%%} H]aLslo] 97.2%).

T 4= WAl E A 18 (24) 2 Al 28 (34)9] DSCE e

T 5E WAl E A 18 (AA) 2 Al 38 (A1) DSCE VERAIT
AAd 4

ol olA - qji

10, 4F A AT F E €59 2% %

Aun.g. 1D tﬁ Tn Tl Ts Ta TJ
LIC-038-037-1 Hl 2#He1= 97.1 87.3 897.4 96.7 96.7

HAdgolEe] A MES F 45 T 40°C/75%RH A AFetar, HPLCE 98] vl 7dvnict AES FHeqict.
WAEo]E WPLC &Rt 96.7%] ERdhs T7H4 AEQw §AEdY. ey, oled gte Tonx duy
Al A = A
05 Al 2 45 Al Hol tig Aol E o FHERFE ] HPLC ARvETHZIE = 6o ZAE Ut
I (parent) ¥A A F8 ¥aE odo2XE 7|9 Aow JAHEH, 1 o]fE AmaxE & HHY A
3

maxol $FEA 97] WEelh. EF, o= T, T, T R T Bew Zzad EAEA gt

£

H& A7 A R 5o g 22 Hue du At gle Ao 4FHA

E 72 4F MR A7 A g 9] LJC-039-037-1 (WA EelE )& Wil XRPDE e,
AN 5

o} A AL

el (polymorphism)& WERNA = WA o E A4, 307H ﬁu}]e olgsle] A% 4
3] (maturation experiment)< A3t (157] &= ( 5% 4 tl-s& (counterpart)). il
FES oY &ul (2 11 FR)FAAA 1F X F9 2% A 60 C°ﬂ’\1 7/t ApelE R
sH szt 15 F, £8EE SEA7IA, XRPD B HPLCOl o8] ¥ =S &A1t

E 11. wjAF o E (LJC-039-058-2)¢] thdt THHElA ZAF A
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[0154]

[0155]
[0156]

[0157]

[0158]

[0159]

[0160]

[0161]

[0162]

SIS31 10-2015-0081370

- Hple % 97.7%0 A &

HE | 8of 15 T RPD WP =5/92 &
1 sLAE A 18 97.5

2 TIF A 18 07.8

3 T4 A= 97.1

4 MtBE A 18 7.7

5 DCl et ] 7.4

i EtOH 29 e 2 B A 2
7 MEE A 18 97.2

3 1.4-t] 24} A 18 97.2

2 iPr0Ac A 18 7.5

10 Dy o9 4z gL
11 |MeCH A 18 04.3

12 |nBulH ey =45+ g2
12 |nPrOH g9 B4 ae
14 |MIBE A 18 97.7

15 |MeOH 29 s B B
16 |2.5% 4 <lHE A 1% 96.8

17 [2.5% 4 THF TAE 93.3

18 |2.5% 4 1PA A 18 76.1

19 [2.5% 44 M{BE &4 £457 4=
20  [2.5% 441 poil A 18 7.4

71 [2.5% &4 Et0H o9 457 L
23 |2.5% o4 MEK A 18 93.9

23 |2.5% 4 L4-tj2a |4 18 88

24 [2.5% T4 iPrOic e 2457 gL
2% |2.5% 54 DIF 2a 457 s
26 [2.5% 54 MeCH 4 18 3.3

27 |2.5% 5 nBulH 29 £4=A] &2
28 |2.5% 54 oPrOH 29 4 5A &S
20 [2.5% 44 MIBE A 13 97.3

3 2.5% T4 MeOH g E4dz g2

MAEOlE 4g o 8F 4% ATE ARe F4BL UehiA 2ud. A% ¥ &
FHOTHF, A IPA, £4 MK, R S 2 R4 opMEUEAZ Lol
nolEth, o WA= @ (A 18)0] ¥& XA 5T 7] SulFel 4

A Apet

HagolEe] J2e Hy A}

ful

Mz Felo wdeolE do] s AF2RE BEAHX FRARE, Aol WeEFollA d4ste 45, A=
< FHr #2FEAY. dEgERY 58 9EdFS BT U $557) 98 B8, ol#d Aue
Al 187 Adoldt Ao Wt Wk A¥S Al 28 S FE FHIY] Y8 FIEUTE. BulE SUAIA
A 195 AFste AR gxzdoz, AANZHE 16A7 ] X HAHoZHE A 28 FEtes Zve] 7153t
Aok, SHEAE, T 5ol EASth: UE (needles) E &5 (bloc). ©] & BEFe @484 7% =
Aol AFEHAYHD UE 547 U 22 JdS YRk

A 28l e &H A4S FAETt. EA dlolgte] o3 A WA OlE 1118 gIHoRR A 2

2) Apolol Wulg Holrt EAFY. Tl B duowyy S 4 e del gol, T dele wlg 4
ottt T Felel S84 wwas] s A BHS FAsgon, £, A48 §AE Y4B /155

it
= 8t Al 19 % Al 290 emdelE Urhith. Al 18 2 Al 28€ shie) B wg (84S vehinh,
&

Al 2 AFe] LIC-039-081-1 (1g 7= S ¥kg)e AAZHEYH 2gd u, Al 388 A3t oA ]
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[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

[0170]
[0171]

[0172]

[0173]

[0174]
[0175]

[0176]

[0177]
[0178]

[0179]

[0180]

SIS351 10-2015-0081370

shEdlAe] o2 FAsta, 7] dErh WA s8H=AE S48 A A4S Fdssl

T 9at HZHolE A 18 2 Al 389 XRPD HlwE vkt E 9be Al 18 2 A 389 en#olE et
A=

A 18-S e Fd e (£6)S dUgde v, A 38e F e A w5S vehddg, Al 38 g
g o] X] mjo] A iiii‘:, AE 20T dellAe] FHe & o g s 71Eel 7k 2% XRPD
oA HAAFHA 7] wiol, ol A% ¢ Ve §F At Aom kFHECE. Al 3¥o] B
gu= g 1%6}ttﬂ Al 18] AREHEAY] e, A 1 FE g A 1 & YEE o=
T}

galw dolehs mE Al ek pil 34 7.8 WA S.mg/miel WS §AR SEdAEE Ade
SENEES

iy

fl

HAdgolE 9 Al 18 ((LJC-039-083-1)¢] H& W& =& % (97.6%)2 YEHH, 2Hf 9712 8 £ut
B Ao B4ES STt (0.78%, 11.9 ¥ RT). o] 3 B¢5L8 DSC Ao A= on, o= &4
A Aol (130CHA MANE VeI, 3= B 939 AmaxS H#HHE AmaxE ZHe= Aoz 1),
100mg AMZS 40% o|AZZ2F oMo E/d 2R AAA3E dah st AZAAIE= Ao 1
Ho=w sk, A

STl d& &AMAR F, FH TER M YAAA AAES FEToRA dFHo
= 4 = JHE L}E}LHOioui A B4 2 H NR o3 o] %
Feol v, GuishEe] obd Aom SRIFrt. &= 102 LIC-039-086-1°] DSCE Hebuitt.

A 239 ZAbol| o, e (D)9 o] A pka AeldA B2 A& A3, olg°] tds &
|2 RE golsH B = AR Yeiwt. o & EAge o&, wAdHcE Ho] Fof Bt ¢
T3 AAEE 2 oz AAFHAG. wAddoEY T gdE FAgBo] EAsE o= AEUHA .
A 38e A 1802 A3 T, LIC-039-081-1¢] Al 2 AFO2ZHE FAHAT. A4S A 13 AAA3}

[}

=]
=2 40% o] A2 olAHo|E /ot 2R F3 3 T BFES
4 B4 dolgr) 7] = 11-149] ZAEo]

A 2-50 tiE E¥ Y

AP 01 2

seha (1) g (5mg/¥)S HPLC Hlol L5 g (30p)Foll BslAIHTE. o]k golo], wlal MEAL
(11.4p0, dEtEFe] S H7Mst, g EFES T =004 g4 BX8t. 18 ES dFste oE
vlo]d-S Fslo] 40TCelA AXRA7|3L, §HNoBA {FXH= RS THA g §FA7]a, Aoz X3
Atk HAES AFH vk} Zo] dxA7|, 2dstd S48 4TAA Al
Loge, B 9 opEYED

HAZolE A 18 5 S

33t (D9 33HE (100mg) S olE orAElo]E (600u)ol] &aA7]aL, wlgl HEAL (25040, oErL3E9] 1D)S
A7bstdr, HAAZo] niE LA gon, e EILES F9 LA 24A7F HoF wuksgtt, 1 ES
o¥star, oe olAlE|lc|ER AlFslal, Z-Fslel] 16413 &<t 40TolA &8 xS

=4 4y

A AFALE 2 Al (DSC)

DSC HlolElE 50 A LEMZE I #u]E TA JAAEFHE QL0094 A3tk dux] = 2% ALt 7+
S olFolATt. AMES 10C/min XA 25 WA 350CE 71E3FE . 30ml/ming d4& HAE AMZ 99

=
FAAZTE. H2A AFEA &= &, 0.5 WA 3mge] WES AMEsIglen, BRE AEL A T 4F
(pin holed aluminium pan)ollA] @A AT},

HEA EAMH (TGA)
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[0181]

[0182]

[0183]

[0184]

[0185]
[0186]

[0187]

[0188]

[0189]

[0190]
[0191]
[0192]
[0193]
[0194]

[0195]

[0196]
[0197]
[0198]
[0199]
[0200]

[0201]

[0202]

[0203]

[0204]

SIS351 10-2015-0081370

TGA HoJEFS TA AIAEFHE Q500 TGAR 43 3ta, <452 (Alumel)Z FA3FaL, 10C/E 2 22 A3
AZ . 60ml/minZ A HAE AE A= FAAF .

=

AEHoR, tEA AFHA FE
crucible)ol] =3} t}.

o

, 5-10 mge] AMES vE FAE 4% ZHEE AFA S (platinum

NMR

=

s
o
z

E ~AERS CENZHL Fo]Y BFA (Bruker) 400MHzolA 3G, tEA AFHA &
Z S gsDMSO Al A Z3}FSIT).

H b

i

XRPD (X-41 #& 3]4d)

BE7] AXS C2 GADDS 3] dE47]
Mo et X-A B 31d HES Cu Ka AP (40kV, 40mA), AFE3tE XYZ ZH 01X, A5 WZ IA 5= 9
gk glo]A vy wlo]a R~ 9 [iStar 2-x-¢Y WA UHEHE o]83 BFA AXS (2 GADDS 3] FA 7]l A
g Aok, X-A 58 (optics)e 0.3mme] BE A]F7] (pinhole collimator)$ AdE @A I (Goebel)

mmo] ATk, 3.2-29.8° ¢ &HH
Agstgch. BB AgH

20 HAE AFse=
= AJZF2 120s©]t}.

oo

[\
o
o
=
1o
Auj
T,
o
d
1 o
fr
e
]
A
[©)
|
D
p
Ipx
[>
r:\é
m m IS

T8 2138k ME ¥ (sample run)S 2] §lo] FEHE EES o83 Y FHoE 2Zto 2 A Ax319]

o 9F 1-2mge] AES frEl ’\a}O] of kA < g ZHe 53t v-F9 (non-

ambient)olA Fa= = WES FFES 7FEAT A A2 dolF ol gAAHT. o1 F, MES F 20
O

T H
T/ Age ez 7tdet &, 4 1\5} FHE AAAE] A oF 12 S TR FAAZ

S5 228 HP1100 ol A& E (HP1100 Agilent)o|A] 4338} t):
we e, 94

W 717 /min: 34

Z+: FHlxedd2 AuY  (Phenomenex Gemini) C18 5m (Ve FFEF A #Hx=wdx Av)Y (Guard catridge
Phenomenex Gemini) C18 7}= ZFE#A] 2x4mm)

Ze 2%/T: 40

34/nm: 255 (90nme] WME=ZF), 240 (80nme] A=), 254 (8nmo] W=%)
}E} A: 2mmol NH4HCO; (NH;% -8-"’—',‘2.& leOgi Z:ﬁ%)

4 B opEVED

Al 7F3E:

17}/ Min A &B
0 90 10

25 10 90
28.8 10 90
29 bei] 10
34 20 10
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[0205]
[0206]
[0207]
[0208]

[0209]

[0210]
[0211]
[0212]
[0213]
[0214]
[0215]
[0216]

[0217]

[0218]
[0219]

[0220]

[0221]
[0222]

[0223]

SIS31 10-2015-0081370

3
g
ol

FE
ge)
X

|

we 549, 34 4 (Normal Phase)

o
i

HPLC A]2~®l (Gilson HPLC system)ollA <=3&}3ic}:

>
F
Sh

W 717k /min: 50

Zrel: toldl 7124 0J-H (Diacel Chiralcel OJ-H) (5um) 4.6x250mm (7}= 7}E] A tlopd 7|24 0J-H £
7t= FZFEZ A 5um 4.0x10mm)

7y 2%/T: 40
T/ ul: 10

<4 ml/min: 1.0

HAED W
y4/mm: 225 (33 AE7])
A A A
A B e
AR
A ZHAlin &A B
0 03 7

GVS (5% Z7] &2 Gravimetric Vapour Sorption) I

BE MZS (FRSorp AT EOE d35l= 3= I1GASorp % F& ¥47] (Hiden IGASorp moisture
sorption analyser)elAl Faalgict. ME A7 AFAHOZ 10mgoldtt. v F2 @& 528 37| 7=
B kel 2ol Tt (2 202 9] &g AfolE e AFd). EE AES J¥AA AU F= 2 2=
(40% RH, 25C)olA ZR/A=Fsct. ZE AES VS 4 F XRPDell 98] 2433t 7|& 528 t=

Al AFEHA &&= 3 0-90%RH HH ol 2= 10%RH HH o2 25T G333t

2701 2742
EZ =k 5.3
40 85 10
50 75 20
60 B5 30
7 45 40
80 35
a0 25
15
5
0
2=
ol &1l (&) 0.26ml59 FEe SIFES dEAT 2N SHs ] B A FeY sFES 10mg/ml o] o
HF T2 AT, dEAS 25ToA 24417 Sk AP F, plE ATsa, #2 HdH C 96 &
ZYOEE B oFysgrt. 1 3, gHES 101xE FAAATE. <k 0.1mg/mlel Al DUSOF E3lE 71E2S
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[0224]

[0225]
[0226]

[0227]

[0228]

[0229]

[0230]
[0231]
[0232]
[0233]
[0234]
[0235]
[0236]
[0237]
[0238]
[0239]
[0240]
[0241]
[0242]
[0243]
[0244]
[0245]
[0246]

[0247]

M7V min & AF A ® 4 B
0.0 9b b
1.0 20 20
2.3 b 95
3.3 b 95
3.b 95 5
d:4 05 b
pKa =2z

pka 574 D-PAS F-2HH A

MeOH:H,0 E3t=goll A dxk #Agel ofa) a3l

92~ GlpKa 7] (Sirius GlpKa instrument)olA] =3§3}it).
A4 wWES 0.15M KCI12 29 o] ZIolt}.

SIS31 10-2015-0081370

=49 25CAA

MeOH:H,0 Z3tEo|A] A% ke offtp-Aug A7) ¢AH  (Yasuda-Shedlovsky extrapolation)S E3 0%

F-gu2 olastsnt

gt ZH|o]#] vholA 2 519

3 2go]®] wlo|AR2AFIHE 10-20C/mine] AP AN 719 £EZ 25-350C % WA w
(Mettler-Toledo) MTFP82HT &r-Z®|o]x]¢} E3twl #ol7} (Leica) LM/DM W wlo]|A 2 A~FAXE o

Zhe fr2 EEtolsidel BAMAF T A3
A

sttt Aol B JbsaE & Reld AE 9aE

o~
Bz A e wz-Add 3 (A 222 9y (

i)

false-colour

geE: A& 152 W/Vis

SLEAMEY: A< 233X A (rack) + A< 402 o]F FA7] BE

Zd QB ¥ w=w¥ls Mulss]o] (Phenomenex Thermasphere) TS-130
AZEYO]: A& FYUEJE LC 2ZES o] (Gilson Unipoint LC software)

Z+4: tholdl 7]2A (Daicel Chiralcel) OJ-H, 5um, 4.6 x 250mm

7te Zg: tholAd 7124 0J-H ¥4 7= JFEE A, 5m, 4.6 x 10mm

Y L%:40C

48 A]7F:50.0 mins

S A3t Byl kg 1:1 v/vell £3lA1A 0.2mg/ml

n&o R EH2 (vortex) WA YAIAIZATE. o] A lA

B 259A T & A2~ wlAjo| A F7FR 10 WA 16%
J

HE)
= -1
kol gk 1:

e

_38_

filter)ell Agg) el s}

|ae AT, olE I
1P Eo] FAHE 45, AE 9
A8 skt 10uS HPLC Al 2~®

Lv/ve 7] olF 9 ¥, AES o522 FYsiH.



[0248]
[0249]

[0250]

[0251]

[0252]

[0253]

[0254]
[0255]

[0256]

[0257]

[0258]

[0259]

[0260]

SIS31 10-2015-0081370

AAle] 5

ore]sta] H2E A4

Eug

E 2ES T3] A Az Ad5e SARAT. HAE ZAES vl9-29
gt~ Ao]A] (Plexiglas cages) (20 x 10 x 10 cm)oll XA ZTF. wp-$2o0|
E4E FY88lth. a ZE7]) 92 eE 713 (A H

A9 wale] &4 (loss of the righting reflex) (LRR)Z UERJo] 8]
E ZoF Holzk mpap oF mf 20-30% vt} FEith. Awk A WAE SAES0
it A9 wkAl BEo) s HAETOoEM AY wkale &4 77He A3, o
stal, HIAEE WaHoe s #33gltt. A7 Ay o] Feol vl

ox.
e
_OrL

K

=

i

¢
2

uj

guhe] whgaE QA

o=

7] LRR= Z | LRR71A| 8] #E7] LRR 7|3t (i)
(mg/ke) = ope s (min) (min)
1.v. 2] Hits.e.m. B +s.e.m. p &
(#) [#)

H] 3] & 0 = 0.040.0 -
CNS 7086 =g <] 2 = L.7EL.F NS 0.1441
E (20.4)
CNS 7056 w2 o] b + 3.0%0.2 4.9+1.6 # 0.0106
= [#7.2)
CNS 7058 H]-2de] & +t [1.8xD.EB 6.01:1.9 == 0.0038
E (34)
CHS 7056X Hl 2 2] & ++ (1.6x0.b 7.3+2.5 #= 0.0038
E (40.8)

gt-gle] 5] U BJAE (Mann-TWhitney U test): NS = #2812 AE7} o}d: + = p

< 0.06: *#=p < 0.01

HME o|aBE g AE (Fisher's Fuact test) (LRRE ZtE op&2~9] ) T
= 1

At e = folg AeFb ol + =p < 0.05: H =p<0.0
(#) »n < 3°]E, AiEkA] 2
(##) ¢ FHd = F9 ¥ 0¥

7] o] A WAdelE @ Al 18o] 49 WAl £ @ Fe AEAZ AW, wehs, FEoA v}
A7l e HE AR 1S . ) o e 717l o8] e ks o) mhg-
a7k M RYE &S] ARAt. wed, 2 SR sARe A%5% 45 2 AR A%E 3%
2 AT+ Ak

AN 6

A 2%, Al 3% 9 Al 4% AAE AT 7 27

O
f
o
=
2L
o
L
)
-0,
BN
)
o
>
et
ol
32
o
H
)
+
f
K
i,

A28, A 3F 9 A 4ge A7) Bnd AFHE AfEs
Fwot AR gaven, WA, &) v1%E viel ol wie WAAA.

A 23

Smg®] LFES 250 vFhETol A7, 10m] S-S AUkt &4 4CAA 39 St WA
o

A 33

A7Re] MRS Alwakdth:
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[0261]

[0262]

[0263]

[0264]

[0265]

[0266]

[0267]

[0268]

[0269]

[0270]
[0271]

[0272]

[0273]
[0274]

[0275]

SIS51 10-2015-0081370

1. 5mg?] DHES 5009 ofeh2o R3\A17)| 2L, 12009 olE ofAHO|EE HI7IE &, fAS 39U HQk 4T
A Y ZEA

2. 10.1mg®] IHES 300u09] AghSFel FallAl7]a, 1209] ol oMAEC]EE Il §, &8 3Y 5
4CoAA JZA F Tt

3. 2.5mg9 APFES AHdAHE vlo]LdF o 50u02] oNErEFol &a|A171aL, 100x2] oY olAE|ES H 73
F RAS 39 HoF 4T WA

A 43

1. 7F2AIZ1 (70C) E3HE o]AX 2 oM EH o] E o EE (40%:60% v/v)S 20e] EFHFo2 18 Fo] &3
) 7}4] 5mge] 7Fe® ¥ Eo] H7FslATh (F 60 ﬁuﬁ EAEF); O F, A F A HZAH Z7]4d 70
TR 2ezxdd FxdA 39 52 M3 J49A &,

2. bmg®l LFES 180me] 7H¥ (50T) o]Anx2d opAlH ol ol eh-g (40%:60% v/v) Suigel &7,
FA 2A 2medy $x (7] 50T0)NAM F9 =2 A8 YAEA s

3. bmg ¥Fo nHES AdAHE HloldFo 10049 7% (50T) o|AZ R ofA|E|o]E 1o EHS (40%:60%
v/v) EFol fAT L, SANE FA AA LxzAd £ (Z7]d 50T0)dA Aoz MM WztE
Al 3k

o}

Azte] ARFE Belol=y % Zelol=d SAL 2t A AL Adsgon, Al 489 A4 EH,
1
=

A& AAAAFHT.
AAld 7
3lala] (D¢ 3ste uwAgolEe] EX435

4 (D] BgE Mol Ex Adoln, srle 9 ALl daA Ful F, S ALIAA Ao
24T (Fo S48 A4 e} PgE):

E agelA 72 das ek (oF 59 pKa), FE nEelM= o kg V)R
]umﬁ_ 7‘4_ = _W w2 elo] E9f +7Ho}°ﬂ

1, ed-

Pe (3, NFAAFEE e AAHS @ Aoz dZHY (logP ses o
47 ug A44 84L 5T Qolth. Al Aol wrl-olee] &R} oo 2
fol AFHow 3 ol 1 Ao FA s Aol (ol 3914
logP suee °F VXA AEE FAF Rolth, AAA AEE o PR E Aol dolAE Frhm AaiAn
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[0276]

[0277]
[0278]
[0279]

[0280]

[0281]
[0282]

[0283]

[0284]

[0285]

SIS31 10-2015-0081370

(pH 0914 logP sas:m F 0.6).

StEe AP 2 AF F4AE AP, @A, F2 AT 2o guiel ol Age sEvsia
Aolth,  watA, &l 4 7] &£u dAY, IS, 53] FEHoE XA F4h AF T 3F
S AT T4 77 EulTelAY &5 AT Aotk ol APl 93t 5ol 9& FHATH (A
gl gk AdAS 82 Al 8o AlTH)
£ #2H 8% (me/ml)
TEoln=s 350
5 2
ted AZAE 500
fdgdeldEeolo= 200
1.2-9]8t 60
A Ex Feloj= 200
oldEVES >20
o g2 400
- EA RS 20
3.?.2 Ef|Zsc g2 1000
of et2 100
ey 2
o i-g 15
TR0 4.8
g EA ek 167
dZzozTago o >700
fEz=de <<0.3
HEzts| == F5h 2.5
feEdFzde]= 2
A ol HelE 0.2
E2S3F <<0.4
1,422 1
&3 (>bmg/ml), F¥4 &3 (2.5-5mg/ml), HE2 E&3] (0.5-2.5mg/ml), E&3] (<0.5mg/ml).

ALH g Aoy, A3l osf sHeld gholdt.

o5 A3t S v FH R SUFAM BEEe] 94 §AEE FRUY. 5I, 2,2,2-EeET
oREE P INTFLRIRW-2-T B SFgBol U vl S5 SuA FANYE. ol ) =
ol nET R, olF F w7t 4 a4 AT FolAehs Aotk vhbAR, pAHoR g% A4
49l gvlE OIS BE SRA gasgon, mepd, st b FALe F-grhelch,

sp8ta] (D] sh3tE A delE A3}

314 (Dl 35 Wadol= Al 13 2 Al 239 444 BAS FEsed w80l Wi tgkd £7o] )
SHo] gtk olE9 Azel FYbsd vl Et FEulst YrozA dmE EE opHEUEL §ujS
Lo A48 20 8 444 BAL F5aud A 49F 242 AT Qom JANT. 8
/g ol EFES ol g AP F2 AFHAG. ARSE AL R AtH (UT) =AM §o1/F

L) EEFo| 31gE9] o}E3 (sub-saturated) SNOBZRPE Q] @ Futol] o] FHEHUAT. AAIE=

AEHo 7 3-5¢ AZ 7|7hHe] B#FLA}.

A 96-AZHOE XA o]Fo g 33Tt 7 AE
we 9 o A

lplate)e] 2% HAgs. Agtel wA-ege A

o

A& ARG

BE S, ME3 2443} ude] AExHE Avle g Sn @ Ao r wast AHE F ooeg S
AAA 7|3, FXeHA ZdE A4S o] fete] % AxAZT



[0286]

[0287]
[0288]

[0289]

[0290]

[0291]

[0292]

[0293]

SIS51 10-2015-0081370

£of TEYA | AHERa | v ¥x =5 TE
HE
1,2-tg=2=44 29 H177 E558470 5p5 >09. 8%
(Romil)
1,4-toigl=] L=5 95632 400739/1 puriss p.a. |>0%%
(Fluka)

1,4-T] LA} =2d H297 Hp40480 5pS >99.0%
2,2, 2-Eg]§rs2de |22 HE60 538412 5p5 =09, 0%
2

sl EUESZ 2 HO49 D531490 5pS >09.9%
fdgelgseln= =4 H249 B540430 5p5 >09. 9%
g ESEA= 2E 280 W530480 5pS >09.9%
of 5t 2 2o H314 0533480 S$pS =09, 8%
o2 clAee]E =] H346 T533480 5pS =00.0%
g o]4-2" AE =9 H448 1539430 SpS >09.9%
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[0294]

[0295]
[0296]

[0297]

E 13, 3tk (D] stz wdeelE A4l da S48 A sevg

A 19 A 28

2 e

£ of -fEA S At

st8ofl /Aol AL olqgel= 2 elqeelE

273 e UE Zdel=

24 37] (mm) 0.8x0.04x0.02 0.7x0.3x0.25

A A} =24 =

2 F=

Al A o 2 | AR A

aHlHd a (A) 7.6868(1) §.92130(10)
b (A) 29.2607(5) 11.1536(2)
c (A) 12.3756(3) 75.8345(4)
al® ) 90 90
B(C ) 07.7880(8) 00
v(*) o0 )

=y (A% 2757.86(9) 2570.65(7)

stk (D9 stete wdeolEel thad &/ &8 2 &vj/d8r) 2o 2RH

A8l a9y A B 140 8.9ks o] gk,

® 14. 384 (D9 st wddelEe digk &oj/agvf 3 gvi/d&nf hdo=y
2 oEad X-A Bld g9y A3 XA gE2EA dFEA
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[0298]
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sl ELES Fogse-1-2 N7g Z4olE, &@H & 1(Ed2)=)
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[0300]

[0301]
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[0304]
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[0305]

[0306]

[0307]
[0308]

SIS31 10-2015-0081370

E 15, 3}k (D9] stk wdeolE Al 199] 2-m5A ol eh&:wd obAEolE e 24 o] wlolet
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Z' (e} Sl £7 No.) 2
2% (g em) 1.439
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F(000) 12824
Holer Zeld
=, (K} 190
43 EENEEE
274 €39l w
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Correction Type)
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h min/max -5/ 9
k min/max -37 / 36
| min/max =16/ 15
Flitel A E (Refinement)
g]MoIHE £ F
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s L e 632
HEiol ] Ho. 656
R $17 (%) 6.3
Ew 917} (%) 6.3
S 1.00
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‘ g 0.8
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gd ZHoEY A (A7] 9F 0.7x0.30x0.25mm)-S AEstar, o]e] A Iu|eE 260K 2 o]o]A], 190Kel| A]
=43, 260-190Ke] 55 WEuds o7l #EER ekdrl.  o7iA BHE FRE 190K A 9] u)o]
Elolt}; ZA 9 detry 2 X-A 34 AU+ ® 169 AAIH ] drt.
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27 A
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£of et
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Z7 e i had A=
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=93 a (A) 5.92130(10)
b (A) L1. 1526(2)
e (A) 25.8345(4)
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_Tl_-_‘-ﬂ l'A.;] 207050{7‘.'
Z (g9 23} Ho) 4
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h min/max o G
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[0331]
[0332]
[0333]
[0334]
[0335]
[0336]



[0337]

TITL 12161316
CELL 0.71073

Compound CNS7056 Form 1

7.687 29.261 12.376

ZERR

90.000 9

7.788 90.000

2 0.0001 0.0005 0.0003 0.0000 0.0008 0.0000

LATT -1
SYMM -X,Y+0.500,-2
SFAC C 2.3100 20.8439 ' 1.0200
0.5687 0.8650 =
51.6512 0.2156 0.0033
0.7700 12.0110
SFAC H 0.4930 10.5109 0.3229
3.1424 0.0408 =
57.7998 0.0030 0.0000
0.3200 1.0079
SFAC O 3.0485 13.2771 2.2868
0.3239 0.8670 =
32.9089 0.2508 0.0106
0.7700 15.9994
SFAC BR 17.1789 2.1723 5.2358
0.2609 3.9851 =
41.4328 2.9557 -0.2901
1.1000 79.9040
SFAC N 12.2126 0.0057 3.1322
28.9975 1.1663 =
0.5826 -11.5290 0.0061
0.7700 14.0067
SFAC 8 6.9053 1.4679 5.2034
0.2536 1.5863 =
56.1720 0.8669 0.1246
1.1100 32.0660
UNIT 108. 100. 20. 4, 1le. 4.
s80 6 0.23964 0.43139
0.04634 0.03299 =
0.04052 0.00002 0.01880
o8l 3 0.16028 0.39374
0.06864 0.04111 =
0.05255 -0.00210 0.02801
082 3 0.14598 0.47435
0.08099 0.03603 =
0.04614 0.00545 0.03373
083 3 0.42589 0.43401
0.05754 0.08564 =
0.05188 -0.01536 0.01792
Cc84 1 0.20581 0.41866 -
0.05949 0.04444 =
0.02903 0.00359 0.01728
C85 1 0.03624 0.41100 -
0.06649 0.10092 =

10.2075

0.0016

26.1257

0.0000

5.7011

0.0060

16.5796

2.4595

9.8933

0.0033

22.2151

0.1234

0.09908

-0.00340
0.15143

0.00002
0.11207

-0.00236
0.12925

-0.00644
0.04324

0.00704
0.09142

1.5886
1.15
0.1402
0.06
1.5463
3.25
5.6377
1000.00

2.0125

1.4379

53.20

11.06000
11.00000
11.00000
11.00000
11.00000

11.00000
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[0338]

c86
0.08670

c87
0.07916

c88
0.09246

c89
0.0599%

S90
0.04072

co1
0.08025

092
0.04778

093
0.07515

co4
0.04232

C95
0.06194

Cc96
0.12417

c97
0.11897

co8
0.06106

C99
0.05307

BR1
0.04153

c2
0.02832

c3
0.03135

0.05586 0.01088
1 0.00323
0.14765 =
0.05902 -0.02096
1 0.14311
0.11651 =
0.06238 -0.01696
1 0.30473
0.09710 =
0.04155 0.00157
1 0.33456
0.09817 =
0.07178 -0.01451
6 0.68868
0.02869 =
0.05437 0.00158
3 0.79129
0.03751 =
0.04867 -0.00213
3 0.52601
0.05360 =
0.06934 -0.00642
3 0.78935
0.04369 =
0.05025 =-0.01354
1 0.62446
0.04028 =
0.05049 0.00898
1 0.74659
0.06998 =
0.03238 0.00341
1 0.69911
0.10337 =
0.03441 0.01537
1 0.51941
0.11939 =
0.02308 -0.01324
1 0.40301
0.10242 =
0.05463 0.00570
1 0.45446
0.07089 =
0.04982 0.00728
4 0.06011
0.05204 =
0.07369 ~0.00524
1 0.25757
0.04536 =
0.03350 -0.00752
1 0.28921
0.03107 =
0.04579 0.00145

0.01751
0.39810

-0.03160
0.39209

0.00195
0.39806

0.01795
0.41126

0.00886
0.81145

0.00214
0.77464

-0.00954
0.81933

0.01702
0.85213

0.01764
0.78970

0.00929
0.76959

-0.00103
0.75023

0.02421

0.75295

-0.00963
0.77268

-0.01263
0.79193

-0.00426
0.52462

0.02434
0.50395

0.01511
0.45781

0.00221

0.00507
-0.20187 11.00000

-0.00004
-0.25693 11.00000

0.02481
-0.20987 11.00000

0.02685
-0.10133 11.00000

0.02173
0.51625 11.00000

0.00223
0.57315 11.00000

0.01626
0.56122 11.00000

0.00039
0.50763 11.00000

~0.01547
0.38130 11.00000

0.00525
0.32396 11.00000

0.00990
0.22476 11.00000

0.03314
0.17732 11.00000

-0.00586
0.23169 11.00000

-0.00283
0.33547 11.00000

-0.01944

0.55140 11.00000

0.00670
0.49005 11.00000

0.00763
0.47911 11.00000

-0.00479
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[0339]

c4
0.03767

Cc5
0.03535

cé
0.04226

c7
0.03598

c8
0.03964

c9
0.03743

N10
0.06070

cli
0.06804

cl2
0.05480

C13
0.04463

Cl4
0.04272

N15
0.04979

clé
0.04463

cl7
0.04549

N18
0.03293

Cc19
0.03678

c20
0.03371

N21
0.04775

1 0.42954
0.03461 =
0.02980 -0.00320
1 0.54674
0.02939 =
0.03479 -0.00390
1 0.51907
0.03479 =
0.04333 -0.00172
1 0.37213
0.02793 =
0.04586 ~0.00044
1 0.64321
0.02453 =
0.02719 0.00516
1 0.68998
0.036%4 =
0.04454 -0.00375
5 0.69097
0.03116 =
0.04918 =-0.00640
1 0.74090
0.05787 =
0.04752 ~0.00600
1 0.78515
0.04458 =
0.05526 -0.02125
1 0.77550
0.03102 =
0.05452 0.00407
1 0.73186
0.03021 =
0.04282 -0.00243
5 0.71451
0.02502 =
0.03692 0.00975
1 0.67500
0.02346 =
0.04948 -~0.00464
1 0.75857
0.02673 =
0.01954 -0.00693
5 0.70009
0.02806 =
0.02597 -0.00088
1 0.81334
0.02848 =
0.03351 -0.00426
1. 0.93968
0.02802 =
0.03711 0.00202
5 0.90585
0.03416 =

0.44393

-0.00151
0.47556

0.00647
0.52242

0.00236
0.53602

0.01652
0.55824

0.00457
0.59645

0.01588
0.58514

0.02020
0.61847

0.01695
0.66221

0.01554
0.67229

0.01432
0.63955

0.01499
0.55972

0.01748
0.52204

0.01738
0.47996

0.00506
0.45973

0.00321
0.42409

0.00585
0.42402

0.00106
0.45925

0.43174 11.00000

-0.00125
0.39943 11.00000

0.00183
0.41134 11.00000

0.00188
0.45794 11.00000

0.00336
0.38118 11.00000

0.00373
0.46059 11.00000

0.00649
0.56581 ' 11.00000

-0.00054
0.63822 11.00000

-0.00669
0.61053 11.00000

-0.00787
0.50132 11.00000

-0.00038
0.42553 11.00000

0.00270
0.29408 11.00000

0.00775
0.21324 11.00000

0.00561
0.26673 11.00000

-0.00121
0.35317 11.00000

0.00207
0.39181 11.00000

0.00488
0.32661 11.00000

0.00680
0.25315 11.00000
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[0340]

c22
0.03997

C23
0.05650

c24
0.08242

c25
0.06429
026

0.12347

027
0.10340

c28
0.19131

BR51
0.03812

c52
0.03132

C53
0.04627

C54
0.04551

Cc55
0.04294

Cc56
0.02688

c57
0.03105

Cc58
0.03348

Cc59
0.03165

N60
0.03542

0.02231 -0.01051
1 0.79597
0.03711 =
0.04548 0.01039
1 0.74788
0.04712 =
0.03514 0.00836
1 0.68780
0.04077 =
0.03001 -0.00046
-1 0.71419 "
0.06543 =
0.03392 0.00018
3 0.76261
0.08282 =
0.04188 0.01501
3 0.65910
0.06919 =
0.03191 0.00253
1 0.66642
0.12699 =
0.01390 =-0.01417
4 1.06737
0.08781 =
0.06774 0.00566
1 0.84276
0.05952 =
0.03819 0.00358
1 0.81293
0.06820 =
0.03723 -0.00581
1 0.65043
0.03939 =
0.04858 -0.00084
1 0.51946
0.03573 =
0.03413 0.00062
1 0.54512
0.03659 =

0.04586 -0.00025"

1 0.71139
0.04840 =
0.04447 -0.00668
1 0.40956
0.02893 =
0.04334 0.00070
1 0.38048
0.03488 =
0.04951 0.00002
5 0.42879
0.05694 =
0.03178 0.00872

-0.00308
0.48941 11.00000

0.00197
0.10940 11.00000

0.00605
0.01647 11.00000

0.00523

0.51690 ~-0.09234 11.00000

-0.00499
~0.11450 11.00000

-0.04001
-0.16756 11.00000

-0.00449
-0.27953 11.00000

-0.05279
0.98743 11.00000

0.00447
0.93243 11.00000

-0.00263
0.93249 11.00000

-0.00474
0.88269 11.00000

-0.01071
0.84226 11.00000

-0.00208
0.84581 11.00000

0.00047
0.88914 11.00000

0.00504
0.79765 11.00000

0.00421
0.86694 11.00000

0.00528
0.97247 11.00000

0.00467
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[0341]

cel
0.04457

ce2
0.06548

Cc63
0.07385

Cc64
0.08355

N65
0.03846

Ccé6
0.03574

ce7
0.03803

N68
0.03387

ce9
0.05345

c70
0.04465

N71
0.03892

c72
0.08091

Cc73
0.04039

C74
0.05896

Cc75
0.05296

076
0.05552

0717
0.08466

c78
0.06302

1 0.38962
0.06338 =
0.05765 0.01416
1 0.30187
0.04957 =
0.11303 0.03456
1 0.25733
0.04664 =
0.09803 0.00115
1 0.29561
0.04152 =
0.05459 -0.00010
5 0.31344
0.03072 =
0.04952 -0.00160
1 0.33129
0.02676 = .
0.05519 0.00406
1 0.26347
0.03316 =
0.04166 0.01528
5 0.35122
0.03259 =
0.05055 0.00549
1 0.24763
0.03305 =
0.04570 0.00005
1 0.09873
0.03799 =
0.06107 0.00794
5 0.10819
0.03266 =
0.05306 0.00974
1 0.30218
0.04934 =
0.08052 -0.01505
1 0.22541
0.05583 =
0.03295 0.00047
1 0.30154
0.05343 =
0.05504 -0.00576
1 0.18003
0.05447 =
0.04241 0.00546
3 0.06782
0.07543 =
0.05719 -0.00702
3 0.22119
0.04267 =
0.04376 -0.00714
1 0.10717
0.09312 =

0.61026

0.00707
0.57202

0.03582
0.56863

0.01240
0.60475

0.00128
0.68797

0.00032
0.72953

0.00580
0.76733

0.00868
0.78274

0.00427
0.81583

0.02067
0.81841

0.01464
0.78841

0.01063
0.84064

0.02392
0.72388

0.00724
0.68566

0.00667
0.67204

0.01355
0.69497

-0.00194
0.62976

0.00726
0.61220

1.03529. 11.00000

0.00171
0.98967 11.00000

0.00696
0.88018 11.00000

-0.01007
0.81590 11.00000

-0.02308
0.70771 11.00000

0.00597
0.64125 11.00000

0.00330
0.70231 11.00000

0.00029
0.79764 11.00000

0.00218
0.84108 11.00000

-0.00546
0.77077 11.00000

0.00936
0.68720 11.00000

0.00803
0.94469 11.00000

-0.00661
0.52948 11.00000

-0.00165
0.46508 11.00000

0.02016
0.36587 11.00000

0.00171
0.31818 11.00000

0.02108
0.33149 11.00000

0.00488
0.23887 11.00000
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[0342]

H611
0.06582
H621
0.09086
H631
0.08585
H641
0.07058
H661
0.04658
H701
0.05724
H721
0.10482
H722
0.10500
H723
0.10479
H731
0.05050
H732
0.05107
H741
0.06599
H742
0.06616
H571
0.04893
H531
0.05990
H541
0.05285
H161
0.04687
H20L1
0.03977
H221
0.06107
H222
0.06102
H223
0.06087
H231
0.05487
H232
0.05471
H241
0.06095
H242
0.06099
H111
0.06882

0.07465
2

2

2

-0.02449
10.42342

10.27371
10.20282
10.26600
10.45616
10.00528
10.20390
10.39143
10.34863
10.22647
10.10462
10.41143
10.32279
10.73613
10.89874
10.63029
10.54702
11.03302
10.90306
10.77354
10.70245
10.71028
10.87494
10.56546
10.75795

10.74728

10.

10.

10.

10.

10.

10.

10.

10.

10.

10

10.

10.

10.

10.

10.

10.

10.

10.

10.

10

10.

10.

10.

10

10

10

0.02418

61111

54835

54235

60396

83765

85662

86250

81975

.75279

71635

69632

65905

67093

79871

82681

51731

40374

37871

.41394

37370

56434

53365

.49241

.47323

.61186

73494

11

11

10.

10.

10.

10.

10.

10.

11.

10.

10.

10.

10.

10.

10.

10.

10.

10.

10.

10.

10

10.

10

10

10

10

-0.00980

.10933

.03412

84949

74163

63683

77749

96784

93477

00178

49048

53573

44327

51273

88928

96543

87790

19609

33036

51025

54853

.47387

08666

.12431

.01723

.02815

.71244

11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000
11.00000

11.00000
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SIS31 10-2015-0081370

H121 2 10.81997 10.68398 10.66349 11.00000
0.06182 ’
H131 2 10.79812 10.70154 10.48020 11.00000
0.05215
H141 2 10.72939 10.64544 10.35226 11.00000
0.04595
H71 2 10.35042 10.56684 10.46668 11.00000
0.04408
H31 2 10.21444 10.43638 10.50355 11.00000
0.04223
H41 2 10.44931 10.41280 10.42055 11.00000
0.04056
H891 2 10.44977 10.41481 9.93226 11.00000
0.09285
H881 2 10.39917 10.39332 9.75106 11.00000
0.09266
H371 2 10.12372 10.38356 9.66972 11.00000
0.10194 .
HB861 2 9.88808 10.39388 9.76390 11.00000
0.11607
HB851 2 9.94416 10.41466 9.94909 11.00000
0.08904
HO51 2 10.86472 10.76918 10.35546 11.00000
0.06580
HO61 2 10.78321 10.73544 10.18942 11.00000
0.10497
HO971 2 10.48493 10.74055 10.10914 11.00000
0.10604
HO981 2 10.28646 10.77378 10.20054 11.00000
0.08719
HO991 2 10.37377 10.80653 10.37249 11.00000
0.07037
H781 2 10.14480 10.58182 10.22240 11.00000
0.11588 .
H782 2 10.11102 10.63197 10.17€69 11.00000
0.11581
H783 2 9.98883 10.61082 10.25546 11.00000
0.11600
H711 2 10.01359 10.78308 10.62464 11.00000
0.05205
H211 2 10.98261 10.46785 10.19729 11.00000
0.04161 .
H281 2 10.62358 10.47180 9,67092 11.00000
0.11566
H282 2 10.59036 10.52501 9.70225 11.00000
0.11566
H283 2 10.79029 10.50514 9.71088 11.00000
0.11566

[0343]

[0344] £ 18. 33t (Do) 852 wAeolE A 23] W@ SHELX 712 Fej= sokd A4Sty A% 2 g #a
dlol et
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[0345]

TITL 1142055 Compound CNS7056 form 2
CELL 0.71073 8.921 11.154 25.834 90.000 90.000 90.000
ZERR 4 0.0001 0.0002 0.0004 0.0000 0.0000 0.0000
LATT -1
SYMM X+0.500,-Y+0.500,-2
SYMM ~X,Y+0.500,~Z+0.500.
SYMM -X+0.500,-Y,2%+0.500
SFAC C 2.3100 20.8439 1.0200 10.2075 1.5886
0.5687 0.8650 =
51.6512 0.2156 0.0033 0.0016 1.15
0.7700 12.0110
SFAC H 0.4930 10.5109 0.3229 26.1257 0.1402
3.1424 0.0408 =
57.7998 0.0030 0.0000 0.0000 0.06
0.3200 1.0079
SFAC BR 17.1789 2.1723 5.2358 16.5796 5.6377
0.2609 3.9851 =
41.4328 2.9557 -0.2901 2.4595 1000.00
1.1000 79.9040
SFAC N 12.2126 0.0057 3.1322 9.8933 2.0125
28.9975 1.1663 =
0.5826 -11.5290 0.0061 0.0033 1.96
0.7700 14.0067
SFAC O 3.0485 13.2771 2.2868 5.7011 1.5463
0.3239 0.8670 =
32.9089 0.2508 0.0106 0.0060 3.25
0.7700 15.9994
SFAC S 6.9053 1.4679 5.2034 22.2151 1.4379
0.2536 1.5863 = '
56.1720 0.8669 0.1246 0.1234 53.20
1.1100 32.0660
UNIT 108. 100. 16. 4.
BR1 3 -0.04819 -0.10880 -0.27710 11.00000
0.07032 0.03277 =
'0.03090 0.00144 -0.01238 -0.02224
c2 1 -0.15018 -0.21830 -0.32054 11.00000
0.02777 0.02177 =
0.02345 -0.00009 -0.00209 =-0.00471
c3 1 -0.17401 -0.18875 -0.37205 11.00000
0.02963 0.01861 =
0.02702 0.00623 0.00188 -0.00107
c4 1 =-0.24491 -0.26965 -0.40362 11.00000
0.02825 0.02442 =
0.01718 0.00327 0.00106 -0.00145
c5 1 -0.29275 -0.37943 -0.38401 11.00000
0.02223 0.01822 =
0.01875 -0.00067 0.00141 0.00066
cé 1 =-0.27139 -0.408%94 -0.33163 11.00000
0.02028 0.01967 =
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[0346]

c7
0.02809

c8
0.01670

Cc9
0.01623

N10
0.02251

cll
0.02617

cl2
0.02740

Cc13
0.03584

Ccl4
0.02879

N15
0.02151

Cclé
0.02330

cl17
0.02824

N18
0.02482

ci9
0.03022

c20
0.03071

N21
0.03619

c22
0.03636

c23
0.03430

0.01926 0.00182 0.00105 -0.00153

1 -0.20042 -0.32532 -0.2997% 11.00000

0.02763 =
0.01685 0.00206 0.00190 -0.00055

1 -0.32197 -0.52600 -0.30927 11.00000

0.02233 =
0.01945 0.00135 -0.00476 -0.00144

1 -0.39853 -0.52353 -0.25770 11.00000

0.02317 =
0.01584 0.00259 -0.00384 -0.00281

4 -~0.46099 -0.41943 -0.24363 11.00000

0.02613 =

0.02353 -0.00189 0.00408 0.00155
) 1 -0.52777 -0.41652 -0.19697 11.00000

0.03441 =
0.02357 -0.00451 0.00365 0.00346

1 -0.53610 -0.51390 -0.16425 11.00000

0.04329 =
0.02040 -0.00335 0.00652 -0.00779

1 -0.47518 -0.62062 -0.17997 11.00000

0.03200 =
0.02405 0.00767 0.00645 -0.00687

1 -0.40334 -0.62685 -0.22730 11.00000

0.02223 =
0.02565 0.00090 0.00272 ~0.00057

4 -0.30040 -0.62781 -0.33049 11.00000

0.02416 =
0.01713 0.00287 -0.00002 0.00182

1 -0.21928 -0.62991 -0.38036 11.00000

0.02286 =
0.01602 0.00057 0.00417 0.00450

1 -0.32510 -0.57975 -0.41920 11.00000

0.02308 =
0.01704 -0.00121 0.00336 -0.00285

4 -0.36294 -0.46298 -0.41818 11.00000

0.02037 =
0.01483 0.00150 -0.00070 0.00079

1 -0.46920 -0.44117 -0.45641 11.00000

0.02725 =
0.01634 0.00325 0.00039 -0.00224

1 -0.49445 -0.54753 -0.47911 11.00000

0.03401 =
0.01669 0.00110 -0.00174 -0.00215

4 -0.40440 -0.63226 -0.45591 11.00000

0.02354 =
0.02146 -0.00463 0.00147 -0.00154

1 -0.54310 -0.32298 -0.46595 11.00000

0.03429 = .
0.03074 0.00778 ~0.00982 -0.00011

1 -0.15995 -0.75547 -0.39193 11.00000

0.02640 =
0.01793 -~-0.00359 0.00177 0.00554
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[0347]

c24
0.04707

c25
0.03182

026
0.03778

027
0.03130

c28
0.05622

580
0.03340

081
0.05118

082
0.04015

083
0.13945

Cc84
0.02735

Cc85
0.03763

Cc86
0.05438

c87
0.06202

c88
0.04217

c8o
0.03725

HB891
0.08027
H881
0.13097
H851
0.06577
HB61
0.10509

1 -0.06166 -0.79435 ~0.34621 11.

0.03881 =

.02350 0.00041 0.00034 0.01530
1 0.06625 -0.87542 -0.35603 11.

0.02650 =

.01948 0.00340 ~0.00125 -0.00016
5 0.17233 -0.88334 -0.32760 11.

0.06570 =

03313 -0.01160 -0.01173  0.00417
5  0.05245 -0.94265 -0.39885 11.

0.03874 =

.02467 -0.00793 -0.00330 0.01418
1 0.17574 -1.02443 -~0.40865 11.

0.08123 =

.03697 -0.01153 -0.00496 0.04396
6 -0.94275 -0.52899 -0.49624 11.

0.02679 =

.02442 0.00000 0.00210 -0.00075
5 -0.83867 -0.47114 -0.53020 11.

0.08336 =

.03575 0.02297 -0.00622 -0.02476
5 ~-1.08156 -0.46260 ~0.49186 11.

0.07788 =

.05503 -0.01022 -0.00539 0.01721
5 -0.97025 -0.65272 -0.50726 11.

0.03230 =

.06071 -0.01467 0.01447 -0.00725
1 -0.86288 -0.52210 -0.43343 11.

0.05893 =

.02832 0.01509 0.00686 -0.00534
1 -0.87781 =-0.41462 -0.40588 11.

0.08695 =

.03855 -0.01799 0.00427 -0.00754
1 -0.81420 -0.39965 -0.35764 11.

0.16315 =

.04455 -0.02905 0.00147 -0.02905
1 -0.73766 ~-0.49241 -0.33773 11.

0.20226 =

.06481 0.03510 -0.02105 -0.05062
1 -0.71885 -0.60444 -0.36221 11.

0.17120 =

.11388 0.10762 -0.01320 -~0.03729
1 -0.78500 -0.61610 ~-0.41251 11.

0.08786 =

.07642 0.05538 -0.00772 -0.01074
2 9.22557 9.31210 9.56883 11.

2 9.33331 9.33306 9.65289 11.
2 9.06867 9.64846 9.57936 11.

2 9.17563 9.67239 9.66111 11.

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000
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[0348]

H161
0.02469
H111
0.03383
H121
0.03606
H131
0.03697
H141
0.03108
H231
0.03066
H232
0.03099
H241
0.04434
H242
0.04489
H281
0.08666
H282
0.08723
H283
0.08710
H201
0.03327
H221
0.05146
H222
0.05104
H223
0.05131
H4l
0.02807
H31
0.03001
H71
0.02870
HB871
0.13226
H211
0.03270

.86530
.42959
.41618
.51614
.64103
.89972
.75764
.87585
.97980
.15353
.18989
.26566
.44027
.36727
.52479
.43193
.73983
.85823
.81367
.30621

.59801

.42517
.65626
.49292
.31066
.30121
.24922
.18723
.16237
.27746
.92912
§.92278
.02166
.43682
.66624
.72860
.71611
.74902
.88568
.65791
.51762

.29339

.62245
.81326
.86839
.84059
.76144
.57680
.60372
67759
.67100
56085
.62053
.58620
.49457
.51370
.51527
.56601
.56204
.61518
.73490
.69480

.53630

11.
11.
11.
11.
11.
11.
11.
11.
1L.
11.
11.
11.
11.
11.

11.

11.
11.
11.

11.

.00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

00000

.00000

00000

00000

00000

00000
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[0349]

[0350]

[0351]

19, 382 (D)9 sh3te wAdwelE Al 18 vigt 23 Ao

F&o Tost [1.454(5)A |

S80 | 083 | 1.432(6)A
c84 cs5 [ 1.376(12)A
c85 C86 1.408(14)A
C86 csa7 1.360(16)A
c87 C88 1.310(15)A
c8s C89 1.386(14)A
C89 H891 0.932A
$80 092 1.454(6)A
S90 Co4 [ 1.793(8)A
C94 Cc99 1.354(11)A
C95 H951 0.938A
C9 Ho61 0.934A
c97 Ho71 0.924A
co8 Hos1 0.927A
Br1 c2 1.886(6)A
c2 c7 1.381(9)A
c3 H31 0.928A
c4 H41 0.937A
C5 N18 1.454(8)A
cé c8 1.498(9)A
c8 c9 1.500(9)A
c9 N10 1.343(9)A
N10 C11 1.345(10)A
Ci1 H111 0.933A
c12 H121 0.927A
C13 H131 0.918A
N15 C16 1.492(9)A
ci6 c23 1.511(9)A
c17 N18 1.352(8)A
N18 Cc19 1.400(8)A
C19 C22 1.496(9)A
C20 H201 0.927A
Cc22 H221 0.958A
Cc22 H223 0.953A
c23 H231 0.962A |
C24 C25 1.470(11A
C24 H242 0.962A
C25 027 1.354(10)A
C28 H281 1.000A |
c28 H283 1.000A
C52 C53 1.366(11)A
C53 C54 1.404(1DA
C54 C55 1.383(10)A
C55 C56 1.414(9)A
C56 C57 1.396(9)A
c57 H571 0.925A
C58 N65 1.254(8)A
C59 C64 1.391(10)A
C61 C62 1.386(14)A
C62 C63 1.355(15)A
C63 C64 1.378(13)A
C64 H641 0.917A
C66 C67 1.474(9)A
C66 HE61 0.982A
C67 N71 1.334(8)A
C69 C70 1.343(11)A
C70 N71 1.366(10)A
N71 H711 1.000A
C72 H722 0.958A
C73 | C74 1.535(10)A
C73 H732 0.967A
C74 H741 0.972A
C75 076 1.185(9A
077 C78 1.440(11)A
c78 H782 0.966A

$80 082 1.468(5)A
$80 Cs4 1.784(NA
C84 c89 1.318(12A
C85 H851 0.927A
C86 H861 0.936A
c87 H871 0.934A
css H881 0.935A
$90 To9 1.459(5)A
S90 093 1431(5)A
[ C95 1.383(11A
C95 C9% 1.356(13)A
C9% Co7 1.428(17)A
co7 C98 1.323(15)/ﬁ
c98 Co9 1.400(13)A
C99 H991 0.924A
c2 C3 1.382(9)A
C3 'Ca 1.358(10)A
c4 c5 1.388(9)A
c5 [ 1.398(9)A
C6 c7 1.394(9)A
c7 H71 0.926A
c8 N15 1.274(8)A
[ C14 1.386(9)A
c1 c12 1.379(1DA
c12 c13 1.375(1DA
c13 C14 1.351(10)A
ci4 H141 0.921A
c16 c17 1.500(9)A
ci6 Hi61 | 0.988A
c17 N21 1.315(8)A
ci9 C20 1.344(9)A
c20 N21 1.376(8)A
N21 H211 1.000A

| C22 H222 0.950A
c23 C24 1.536(11)A
Cc23 H232 0.969A
C24 H241 0.971A
C25 026 1.202(10)A
027 C28 1.445(10)A
c28 H282 1.000A |
Br51 C52 1.886(7)A
C52 C57 1412(10)A
C53 H531 0.927A
C54 H541 0.921A
C55 N68 1.427(9)?
C56 C58 1.489(9)A
C58 C59 1.530(10)A |
[Cc59 N60 1.314(9)A
N60 C61 1.372(10A
C61 H611 0.918A
C62 H621 0.928A
C63 H631 0.932A
NG5 C66 1.485(8)A
C66 C73 1.516(10)A
C67 N68 1.354(9)A
N68 C69 1.406(9)A
C69 C72 1.484(12)A
C70 H701 0.925A
C72 H721 0.964A
C72 - |H723 0.965A
C73 H731 0.975A
C74 C75 1.493(12)A
C74 H742 0.977A
C75 077 1.360(9)A
C78 H781 0.965A

1c78 H783 0.960A
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[0352]

[0353]

¥ 20. 3}3h4) (D)9 3= wAYolE A 18] oigt 7}
081 [s80  [082 [111.0Q3° 081 [S80 |083 [112.9(4)
082 [S80 | 083 [114.4(4)° 081 [S80 [ C84 [105.5(3)°
082 |S80 | C84 |106.2(3)° 083 |S80 | C84 | 106.0(4)°
S80__|C84 | C85 | 117.7(8)° S80  [CB84 | C89 [123.6(7)°
C85 |C84 |cC89 |118.3(8)° Cs84 | C85 [C86 |120.0(9)°
C84 | C85 | H851 | 119.626° C86_ | C85 | H851 | 120.377°
Cc85 | C86 | cC87 | 118.1(10) C85 |C86 | H8e1 | 120.636°
C87 | C86 |H861 |121.303° Ccs6 |cs7 |cC88 | 121.8(10)
C86 | c87 | Hs71 | 119.257° C88 | c87 | Hs71 |118.984°
c87 |cs8 [C89 |119.3(10) C87 | C88 | H8gl |120.392°
C89 |Cs8 [Hs8s1 |[120.264° c84 |cso [cCss |122.5(10)
C84 |C89 |Hs91 |118.485° C88 | C89 | HB91 | 119.061°
091 [S90  |092 [111.7(3)° 091 [S90 093 [112.8(4)°
092 |Se0 | 093 | 113.5(3)° 091 |S90 | C9% |104.5(3)°
092 [S90 [co4 [105.7(3)° 093 [S90 [C94 [108.0(3)°
S90 | C94 [ C95 | 120.6(6)° S90 | c94 [C99  [120.1(6)°
C95 |C94 |C99 |119.3(8)° C94 [C95 [ C96 |121.6(9)°
Co4 | C95 | H951 | 118.566° C96 | C95 | H951 | 119.820°
C95 |[C96 |C97 |118.4(10) C95 |C96 |H9s1 |119.911°
|'Ca7 [Co6 | H961 | 121.695° Co6 | C97 [Ce8 |119.9(8)°
C96 | C97 [ H971 |119.699° C98_ | C97 | H971 | 120.397°
C97 | C98 | C99 |120.8(9)° C97 | c98 | Hes1 | 119.080°
C99  [C98 | Hes81 | 120.094° Co4 | C99 | cCo8  [119.9(9)°
Co4 [ C99 |Hoo1 [119.276° Co8 | C99 [ H991 [120.81¢°
Br1 C2 c3 121.0(5)° [Bri Jc2 Ic7 118.5(5)°
C3 c2 C7 120.5(5)° | C2 C3 C4 119.7(8)°
c2 C3 H31 120.203° C4 C3 H31 | 120.109°
C3 C4 C5 120.6(6)° c3 C4 H41__ | 120.600°
C5 C4 H41 118.766° C4 c5 C6 120.6(6)°
C4 c5 N18___| 119.6(5)° C6 c5 N18__ | 119.8(6)°
C5 [ c7 117.8(6)° C5 C6 c8 123.3(6)°
C7 c6 c8 118.8(6)° | c2 C7 C6 120.6(6)°
c2 c7 H71 119.721° [ c7 H71 | 119.679°
C6 [ Co 117.5(5)° o) c8 N15_ | 126.6(6)°
c9 c8 N15__| 115.9(8)° c8 C9 N10 | 114.9(6)°
C8 Co C14__ [121.2(8)° N10_ [ C9 C14_ [ 123.9(6)°
C9 N10___ | C11 115.5(6)° | N10_[C11_ | C12_ | 124.4(7)
N10__[C11 H111 | 118.526° C12_ [C11_ [H111 | 117.061°
ci1 C12_ | c13 | 11740y C11__[C12_ [H121 [121.27¢9°
C13 | Ci2  |H121 [121.289° C12_ | C13 [ C14 | 120.4(6)°
C12  |C13 [ H131 [ 119.499° C14 [ C13 | H131 |120.125°
c9 c14 [c13 [ 118.3(8)° C9 C14 [H141 |[120.274°
Ci13_ | C14 | H141 [121.419° | c8 Ni5__ [ C16 | 118.0(5)°
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[0354]

[0355]

N15_ [ C16__[C17 [ 1059(5)° N15__|C16_ | C23 | 109.4(5)°
C17__|C16__|C23 | 1124(6) N15_ | C16 | H161 | 110.723°
C17__|C16__ | H161_ | 109.539° G23__|Ci6_ | H161 | 108.851°
C16 | Ci7__|N18__ | 122.7(6) | C16_ | Ci7_ | N21__ | 130.3(6)°
N18_ [ C17__|N21__ | 106.5(5)° C5 N1 | C17 | 123.1(5)°
c5 N18__ | C19 | 127.0(5)° | C17__|N18__|C19 | 109.8(5)°
N18_ | C19 | C20 | 105.2(5)° | N18_ | C19 | C22 | 125.3(6)°
C20__|C19 | C22 | 129.4(6) C19_ | C20 [ N21 | 108.0(5)°
C19_ | G20 | H201 [126017° | N21_ | C20 | H201 | 126.026°
C17__|N21__|C20 | 110.5(5)° C17__ | N21__ | H211 | 124.840°
G20 | N21__ | H211 | 124.681° C19_ | C22 | H221 | 109.508°
C19 [ C22 | H222 |109.778° H221 | C22 | H222 | 108.808°
C19 | C22 | H223 | 110.905° H221 | C22 | H223 | 108.786°
H222 | C22 | H223 | 109.018° C16_ | C23 | GC24 | 112.3(6)°
C16_ | C23 | H231 | 109.392° C24 | C23 | H231 | 108.812°
C16__ | C23 | H232 | 108.378° C24 | C23_ | H232 | 109.105°
H231 | C23 | H232 | 108.825° C23_ | Cz4 | C25 | 1143(7F°
C23 | C24 | H241 | 109.968° C25 | C24 | H241 [ 110.030°
C23_ | C24 | H242 | 108.195° C25 | C24 | H242 | 105.346°
H241 | C24 | H242 | 108.752° C24 | G25 | 026 | 1264(7)°
C24 [ C25 | 027 | 109.4(7)° 026 | G265 | 027 [ 123.9(7)°
C25 | 027 | C28 | 115.2(7) 027 | C28 | H281 | 109.674°
027 | C28 | H282 | 109.261° H281 | C28 | H282 | 109.475°
027 | C28 | H283 | 109.465° H281 | C28 | H283 | 109.476°
H282 | C28__ | H283 | 109.476° Br51_ | C52 | C53 | 119.3(6)°
Br51_ | C52 | C57 | 419.0(5) C53 | G52 | C57  (121.7(7)°
C52_ | C53 | Cb4 | 118.9(7)° C52_ | C53 | H531 | 120.141°
C54_ | C53 | H531 | 120.985° C53 | Ch4__ | C55 | 119.8(7)°
C53_ | C54 | H541 | 120.227° G55 | Cb4 | H541 | 120.000°
C54_ | C55 | C56__ | 122.1(6)° C54__ | C55 | N68 | 119.4(6)°
C56_ | C55 | N68 | 118.5(6)° C55 | Cb6 | C57 | 117.2(6)°
C55__ | C56 | C58 | 123.2(6)° C57__|c56 | C58 | 119.5(6)°
C52_ | C57_ | C56  [120.2(7)° C52 | C57 | H571 [ 119.709°
C56 | C57 | H571 | 120.138° C56_ | C58 | C59 | 116.5(6)°
C56_ | C58 | N65__ | 126.7(6)° Cs9 | C58 | Ne5 | 116.8(6)°
C58 | C59 | NBO | 116.3(6)° C58 | C59 | C64 | 118.5(7)°
N6O__ | C59 | C64 | 125.0(7)° C59 | N60__ | CB1 | 116.1(7)°
NGO | C61 | C62 [ 121.7(8)° (N60 {61 | HeTT |110342°
C62_ | C61 | He11 | 118.993° C61__|C62_ | C63 | 1206(8)°
C61_ | C62 | H621 | 120.029° C63_ | C62 | H621 | 119.353°
C62_ | C63 | CB4 | 118.4(9)° C62_ | C63 | He31 | 120.452°
C64_ | C63 | HB31 | 121.124° C59_ | C64 | C63 | 118.1(8)
C59 | Ce4 | He4T |120844° C63 | CBA | He4A1 | 121.057°
C58__ | N65 | C66 | 118.2(6)° NG5 | C66_ | C67 | 105.4(5)° |
NG5 | C66 | C73 | 109.7(5)° C67 | C66_ | Crs | 111.5(6)° |
N65_ | C66_ | HB61 | 109.122° C67 | C66 | HE61 | 108.890°
C73__ | C66 | HBB1 | 112.017° C66_ | C67 | N68 | 121.8(6)°
C66_ | C67 | N71__|130.3(7)° N68 | C67 | N71_ | 107.4(6)
C55 | N68_ | C67_ | 122.5(6)° C55 | N68__| C69 | 128.7(B)
€67 IN68 | C69 | 108.7(6) N68 [ C69 | C70 | 1055(6)
N68 [CB9 [ Cr2 [ 124.0(7) C70__[C69 [Cr2 | 1305(7)°
C69 | Cr70_ | N71__ | 109.1(6)° C69 | C70 | Hro1 | 125.444°
N71__|C70 | H701 | 125.502° C67 | N71__|C70 [ 109.2(6)°
C67 | N71__|H711_| 125.400° C70__|N71__| H711_| 125.366°
C69 | C72 | H721 | 110.667° C69 | C72_ | H722 | 109.838°
A721 | C72__ | H722 | 108.539° C69_ | C72 | Hr23 | 110.831°
H721_| C72 | H723 | 108.455° H722 | C72 | H723 | 108.445°
C66 | C73 | C74_ [ 111.0(6)° C66_ | C73 | H731 | 108.535°
C74__| C73 | H731 | 110.248° C66__|C73_ | H732 [ 110.751°
C74 | C73__ | H732 | 108.249° H731 | G73_ | H732 | 108.042°
C73__|Cr4__[C75__ | 112.4(6)° C73 | C74 | Hr41 | 108.496°
C75 | C74 | H741 | 109.125° C73__|C74 | H742 | 108.155°
C75 | C74__|H742 | 108.578° H741 | G74 | H742 | 110.035°
C74 | C75__|O76 | 1262(7)° C74__|C75 | 077 110.7(7¢
076 | C75__| 077 | 123.007)° C75_| 077 | C78 | 1156(7)°
O77_ | C78__|H781 | 109.214° 077 [ C78 | H782 | 109.848°
H781 [ C78_ | H782 | 109.923° 077 | C78 | H783 | 109.687° |
H781 | C78 | H783 | 109.026° | H782 | C78 | H783 | 109.127°_|
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[0356]

[0357]

¥ 21, 35H4) (1)9] 3EE #AgolE A 280 g A3 o]

[ Br1 c2 1.892(3)A C2 c3 1.387(5)A
[c2 Cc7 [1.383(5)A C3 C4 1.371(5)A
C3 H31 [ 0.938A C4 C5 1.392(5)A

c4 H41 0.921A c5 [ 1.406(4)A
c5 N18 1.428(4)A C6 c7 1395(5A |
c6 c8 1.497(4A c7 H71 0.924A

c8 o) 1.497 (DA c8 N15 1.276(HA
c9 N10 1.338(4)A C9 Cl4 1.395(5)A
N10 C11 1.345(4)A c11 c12 1.378(5)A |
ci1 H111 0.935A c12 c13 1.370(5)A
c12 H121 0.948A C13 Cl14 1.382(5)A
c13 H131 0.936A C14 H141 0.934A

N15 c16 1.478(4)A C16 c17 1.487(5)A
C16 Cc23 1.527(5)A c16 H161 0.976A _
c17 N18 1.346(4)A C17 N21 1.320(4)A
N18 ci9 1.391(4)ﬁ c19 €20 1.342(5)A
c19 Cc22 1.494(5)A C20 N21 | 1.378(5)A
C20 H201 0.912A N21 H211 | 0.854A

Cc22 H221 0.965A C22 H222 0.966A

Cc22 H223 0.960A C23 C24 1.534(5)A
C23 H231 0.969A C23 H232 0.981A

C24 C25 1.478(5)A C24 H241 0.960A

C24 H242 0.988A C25 026 1.201(DA |
C25 027 1.342 @A 027 C28 1.451(5)A
c28 H281 0.964A C28 H282 0.965A

C28 H283 0.962A S80 081 1.431(3)A
S80 082 1.447(3)A $80 083 1.430(3)A
$80 C84 1.774(DA C84 C85 1.400(7)A
C84 C89 1.369(NA C85 C86 1.380(DA
c85 H851 0.932A C86 c87 1.342(13)A
C86 Ha61 0.943A cs87 c8ss8 1.410(13)A
c87 H871 0.934A C88 €89 1.433(10A
C88 | H881 0.925A C89 H891 0.940A
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[0358]

[0359]

[0360]

E 22, 332 (D9 33t= wddelE Al 23l g 7

Br1 C2 C3 119.3(3)° Bri C2 c7 118.9(3)°
C3 c2 C7 121.8(3)° c2 C3 C4 118.0(3)°
c2 C3 H31 120.033° c4 C3 H31 120.959°
C3 C4 C5 120.33° | [C3 C4 H41 119.485°
C5 c4 H41 120.261° C4 C5 C6 121.03)°
[ c5 N18 118.9(3)° C6 C5 N18__ [ 120.1(3)°
C5 [ C7 118.2(3)° C5 C6 c8 122.3(3)°
C7 [ c8 119.5(3)° c2 c7 C6 119.7(3)°
c2 C7 H71 120.432° [ c7 H71 119.874°
C6 [ C9 117.7(3° | | C6 C8 N15 124.4(3)°
c9 c8 N15 117.9(3)° c8 C9 N10_ | 116.6(3)°
cs8 C9 C14 120.0(3)° N10_ [ C9 Cl4__ | 123.4(3)°
(o) N10 c11 116.7(3)° N10 [ CT1 C12_ | 123.7(3)°
N10 c11 H111 117.041° c12_[c11 Hi11 [119.278°
c11 C12 C13 118.8(3)° C11_ | C12__ [ H121 [120.443°
c13 c12 H121 120.783° C12__[C13_ | C14 [ 119.3(3)°
c12 C13 H131 120.694° C14_ | C13 | H131 | 119.952°
c9 C14 C13 118.1(3)° c9 C14 | H141 [ 120.942°
C13 c14 H141 120.983° c8 Ni5__ | C16 [ 117.6(3)°
N15 C16 c17 105.7(3)° Ni5_ | C16 | C23 | 110.8(3)°
c17 C16 c23 115.7(3)° N15 [ C16 | H161 [ 107.681°
c17 c16 H161 107.726° C23 | C16 | H161 {108.910°
C16 C17 N18 120.7(3)° C16 | C17 [ N21 131.2(3)°
N18 c17 N21 108.0(3)° | | C5 N18 | C17_ [122.3(3)°
C5 N18 C19 128.6(3)° Cc17 | N18 | C19 [ 109.0(3)°
N18 c19 c20 105.7(3)° N18_ [ C19 | C22 | 124.9(3)°
C20 c19 C22 129.3(3)° C19 [C20 [ N21 108.6(3)°
c19 C20 H201 127.007° N21 | C20 | H201 | 124.433°
c17 N21 C20 _ [108.7(3° C17_ [N21 H211 | 125.926°
C20 N21 H211 [ 125.351° C19 [ C22 [H221 [110.223°
c19 C22 | H222  |109.368° H221 [G22 | H222 {108.664°
c19 c22 H223 | 111.184° H221 | C22 | H223 | 109.452°
H222 [ C22 H223 | 107.885° C16_ | C23 | C24 |107.9(3)°
C16 c23 H231 107.712° | |C24 |C23 | H231 | 110.073°
C16 c23 H232 [ 111.123° C24 | C23 | H232 | 109.430°
H231 [C23 H232 [ 110.583° C23 ([C24 [C25 [118.8(3)°
Cc23 C24 H241 107.661° C25 | C24 | H241 [104.516°
Cc23 C24 H242  [100.365° | [C25 [C24 | H242 | 106.503°
H241 C24 H242 | 109.671° C24 | C25 | 026 [123.3(3)°
C24 C25 027 114.4(3)° 026 | C25 | 027 |122.4(3)°
C25 027 C28 115.2(3)° 027 |C28 | H281 |108.952°
027 c28 H282 | 110.269° H281 | C28 | H282 | 109.738°
027 C28 H283 | 108.681° H281 [C28 | H283 | 110.225°
H282 | C28 H283 | 108.963° 081 | S80 082 | 111.9(2)°
081 S80 083 115.1(2)° 082 |S80 | 083 [ 111.2(3)°
081 | s80 cesa |10630(18) | | ngr |sso |ce4 | 104.5(2)°

o 5(2)
083 $80 C84 107.0(2)° S80 | Cs4 | C85 | 117.6(4)°
S80 C84 | C89 122.1(4)° Cs85 [Cs4 [cCs9 120.2(5)°
C84 c85 C86 121.6(6)° C84 | C85 | H851 | 119.148°
C86 C85 H851 . | 119.275° C85 | Cse | c87 | 117.5(8)°
C85 C86 He61 | 121.859° C87 | Cs6 | H861 | 120.606°
C86 c87 C8s 124.907)° C86 | C87 | H871 | 117.763°
C88 c87 H871 | 117.376° Cc87 | cs8 [ cC89 116.0(7)°
c87 C88 HB881 | 122.592° C89 | C88 | H881 | 121.435°
C84 c89 C88 119.8(8)° C84 |C89 |H891 |120.080°
c88 C89 H891 | 120.078°
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A) LJC-039-037-1 T? o a=ni=0aim

T C:

e F

B) LJC-039-037-1 T* o) 32ni=qaym

EOTC,

Y= PN B HEE AP 4F=2| LSC-039-037-1(HI & 20| E &)= dl st XRPD

4 s & 7 &+ 3 W m o m W W o w w W 8 B o n m ®m M B ®m W w WA
2-Theta - Scale
1 [ILIC-039-037-1_ground - File LIC-039-037-1_ground_06 raw - Type: 2Th alone - Start: 3,000 * - End: 30,000 - Step: 0,050 * - Stap lme: 120. 5 - Temp.: 25 °C {Room) « Time Slarec: 05 - 2-Theta: 3000 - Theta: 8.260 - Ch
Gporatons: Import
2 EAIY + 6 0. - LUC-033-037-1_postdweekestabilty - FRe: LUC-039-037-1_postwaekssl_Oi ravi - Type: 2Th o - Start: 3.000 * - End: 30,000 * - Step: 0,050 - Slep fime: 120, 3.~ Temp: 26 °C {Room) - Tewo Started: 08+ 2Th

‘Opsrations Import
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A) HIZZHO0IE M 18 2 X 282 XRPD H/ 1

X180 M 28 HlR

Y

P4 s s 7 8 3 T om ow ow M s 8 0w ow w2 0w m oW 2w ® ®m w w @
2-NIEF-231e
1 & i L 1 ground 08w~ Sfart: 3,000 - nd: 30.000 - Stap: 0,060 - Slep time: 120. 5~ Temp. 25 °C (Roor) - Timo Started: 05 -2-Thela: 2000 * - Theta: 250« Ch
Operaions:impart

21 Y 60 L0 053007 g s LICG35067- kagound 91 0 Tps 2Tl - S .00 Ex 30000 - S5 0050« Step et 20T 23 T St 05+ 2T 3000°- T

EHH8h

B) m 181 M 289 2ol

05
D00094.00:
D00094.00

H 28 180.78°C
I 73269, }
00+
.76°C
o § =2

Universal V3.9A TA Instruments

A) HIAZOIE M 18 L A 382 XRPD /1

T e T
5 B W o® 2 7 2 B W B B ¥ A B D
2-HIEb-AH

ELIC.060.0371 ground - ks LIC-0G9.067-1_grcurs 0w~ Typs: 2 alcne - Siat 3000° - Enct 301000° - Sep: 0050 - e time: 120: 5+ Terrp: 25°C (R Tims Statet 05.-2Thetx 3.000° - Theta 8250° - Ch
‘Cperaions It

Operations It
Y+ 14.0mm-LiC File LIC-038.081:2 004 trt 3,000°- Enct 30,000 *~ Stepx 0,050 ° - Steptime 120 5 Tervg: 25°C.- Tims Sttt O 2Theta 3000° - Thetax 8250 - Ci: 505° -
Operatiors: Inpart

H 1= (Ed0121), M 3(Ed0lA 3)
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B) 181 Xl 38 2ol

H1E imeo
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D00094.004

-1.0+ \
45 . 19280°C
170 190 210
ExoUp 2z (°0) Universal V3.9A TA Instruments
EHI0

LJC-039-086-1 o DsC

: LJC-039-086-1 File: L\Thermal\DSC\D00113.001
0.4510 mg DsSC Operator: LJC
:25°C i 205°C @10°C per min Run Date: 23-Mar-05 17:37
Instrument: DSC Q1000 V9.0 Buitd 275
2
oA
c]
2 — 137
g \%&%ﬂ;
n -2+ e
of
3l
4+
188.21°C
5+ T T T T
50 100 150 200 250
Exo Up ec (“C) Universal V3,9A TA'Ins
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EH]la
HIAZOIE & 18

A) XRPD: 100mg tx LJC-039-037-1

LJC-039-037-1

3000
Lin
(Counts}
-
i
1000 ]

T T T
4 »
‘ 2-HIEk-2302
muumn:z.1 ~ File: LIC-030-037-1_01.few - Typa: ZTh conie - Stert 3,200+ Enct 29,800 *- Steps: 0,050 * - Step time: 120 5 - Temp.: 25 C (Room) - Time Stertec: 05~ 2-Thetar 3200 * - Theta: 8250 *- Chi: 5.
‘Operstons: Import

EH]Ib

B) DSC: 100mg 7 LJC-039-037-1

M Z: LJC-039-037-1 File: LAThermal\DSC\D00055.001
37|; 0.7280 mg DSC Operator: L.ICJ
Ine o . Run Date: 28-Jan-05 10:52 .
WE:25C LI X 300C @10°7C per min : .
el A0 = @10¢T p Instrument: DSC Q1000 V9.0 Build 275
2523°C
365409
201.29'C .
0+ I 5284(68.10)lg  5.458Jig
! —
2737\1(‘—/'_—‘&——’\\' l"ff"_’_’
A it
il
17 j |2n1.45-c
s X .
=
o
o, )
3 ’
3] \
44 203.72°
0 50 100 150 200 250 300
ExoUp o (°0) Unliversat V3.9A TA
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EH]lc

C) TGA: 100mg wx LJC-039-037-1
ME: LJC-039-037-1 File: L:\Thermal\TGA\T00051.001
37|:8.4160 mi TGA Operator: LJC
a2 LA 300C €10°C per min Run Date; 28-Jan-05 10:48
IUEHAYOIE Instrument: TGA Q500 V6.3 Build 189
100 L 0.4
98 + 0.3
R 4.926%
A 96+ 0.2
ko
944 0.1
~,
A
\
92 T T T T 0.0
0 50 100 180 200 250 0
2 (°C) Universal V3.94 TA Instruments
=H11d
D) 'H NMR: 100mg % LJC-039-037-1

|
l

LJC-039-037-1 DMSO

WL S———

/(

. I
L ¥ » ¥y o
o B o "~ W o o
gl eR=aEmy & & g8 ® E
L L e o L e e R e o
8.0 k) [:Ai) 40 30 20 10

ppm (K1}
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EH]lle

E) GVS: 100mg tx LJC-039-037-1

IGAsorp Reference Numner S200159  Sampte Run Number: 0135
Method®  C18200° |5§a;asn2\£}§g§?(mpﬂ?&samwmw e
Sonered: S0 ot 13 by eer ToASRE LJC-039-0371
Plolied:  7/2/2005 af 08,24 By User: IGASorp2
2000 =4 250G Iso 01 Sorp 7
B 25.0°C Iso 01 Desorp
1.800 - i
1,600 - E
1.400 - q
K
E
= 1,200 |- 1
o
5 1.000 [ 4
0
ko 0.800 - 4
0.600 |- 4
- 0.400 | J
0.200 - B
o ¥ —‘
L : . ; . . . L
0 10 20 30 40 50 60 70 - 80 90
%eRH (%)

EHIIf

F) GVS = XRPD :100mg ux LJC-039-037-1

o

Gvs & 2 =9 |JC-039-037-1

I T T A T T S S A
2-HIER-23H
@ :LIC.030037- Ot - 3200 - End: 29800  top 0,080 - Sipti: 120, - Tarmp 25 °C (Raom) - Time Slated 0 - -Thta: 3200 - Tl 250« 508 - Phi 2
Operations: Import .

¥ +7.0 mm - LIC-033.037-1, e L _postgs_ 08 raw - *~ End; 30.000° - Stop: 0,050 - Slap time; 120, s - Temp.; 25 °C (Roam) » Time Started; 05 - 2-Theta: 3,000 - Th
Operations: Import

N -
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Edllg
G) 40°C/7T5%RHOI M 2] 2tF =2 XRPD:100mg b X| LJC-039-037-1

o8 e 7 & & =2/ LJC-039-037-1

1 b f\,\
ey T e T T L ]
A T T R S B S
I
2-MlEt-290e
1 EL0035.0371_ground - Fle: LIG-038-0371_ground_06 aw - Type: 2Th alone - Sar: 3000 - Ent 30000 - Step: 0,050 » Slop s 120, Tomp. 25°G {Room) - Timo Staed 05 -2-Thla; 1000° - Theta: 8250+~ Ch
Operatons: Import
2 @Y’ somm-v 1G-038.057.1_postdwacisst 01w - Type: 3000 * E0d: 30.000 - Sl 0.050 - tap ime: 120, .- T 25 C (Roam) - Tine Staredt 0 -2
Operaans: Import

EHI11h

H) VT XRPD: 100mg iz Lic-039-037-1

VT LJC-039-037-1

6
3
L T T Ut
2-HIER-AHY

1 Bucssomm-nuucosrs_zs s 5 Uiv s 240mm- Uoassasrs_1so- i Licoss 0514 o0 garem
Operations. Import Operations: Import

2 EYc0mm - LUC-0980971_50- e LIGO35037-1_50_ 00 aw B By sn0mm- Licass0sr1_160- e Lic-0300371_160 06
Opsralions Import  Opaatlons: imgart

3 Hv+120mm- LIC03.037-1_90- il LIC039-0571_90_06 raw 7 iy 360mm- LIC639.037-1 210  Fle: LIC-038-037.1_210_06
~cpastons. pon Opernlons: Inpan

A Y4180 mm - LIC-030.0071_120- Fis LIC30037-1_120 05 o

‘Operations: Import
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EHII

I) =2 Dlo|222 31 :100mg BIXI LIC-039-037-1

LJC-039-D037-1_postgvs

SiT

HAZO0IE & X 2&

A) XRPD: 100mg wx LJC-039-067-8

Lin (Counts) LJC-039-067-8_ =ztoix aate=

!

m

100

PR

s 0 2-HIE-AHIY » ®

BBILIC-030-037-8_thvicegroun- e LIC-099-067-8_trcogyounc 01 rw- Type: 2T slone - Ster: 31000 - Enck 30000 » te: 0050 - S i 1205~ Tz 25 .- Tie Startedk 05 2-Thet: 3000+ Th
Operdhons: Irport
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EH12

B) DSC: 100mg tix

M- 1LJC-030-067-8

33| 04390 mg DSC
2+:25°C LHX| 350°C @10°C per min
ﬁ”ﬂ%:MeOHE?E‘IQ &0 E

LJC-039-067-8

File: LAThermal\DSC\D00080.002
Operator: LJC

Run Date: 02-Mar-05 14:54
Instrument: DSC Q1000 V9.0 Build 275

(Wig)

o
ol

19881°C
76.53g

e

188.99°C

CEoUp . . 2z 0

Ed]12c

C) 2¢/min2 &3 #0l=S 2= DSC

ME- LJC-039-067-8
37|: 10570 mg DSC
gfEd: 2C/min
DUE:H 28
0.0

50 100 150

T
200

Universal V3.9A TA Instruments

File: T:\DSC\DD0094.003
Operator: LIC
Run Date: 11-Mar-05 15:01

Instrument: DSC Q1000 V9.0 Build 275

2!

0

180.78°C
73,1847y
0.1+
c
=
o 0.2
ol
3
0.3
188.76°C
-0.4 T T T T T T T
165 170 175 180 185 190 195 200 2
ExoUp 2= (°0)

H L2 3T HolE=180C2 U ¥2 2= 0N LMst= 2L 8o

e
DO0IR=EH HE #Z olEdM=E 829 23 X0l

Universal V3,9A TA Instruments

_76_

SIS351 10-2015-0081370



EHiad

D) 'H NMR: LJC-039-067-8

LJC-038-067-8 DMSO

W ey g ® Py ey

A 2 6 e w o

8 aa&*ﬂs & 5 B3 &%
B B L I o o e NN e A B B T
80 70 6.0 50 4 30 20 10

ppm {tt)
EH]13a
HAO0IE & X 38

A) XRPD: LJC-039-081-2 (LJC-039-081-12 ax==ee 2™ 58 )
Lin (Counls) LJC-039-081-2

300 7
2000 )
1000 7}
o T T T T T 1
: © 2-HIEH-AH = *
2] Oaraw. * - Enc: 30,000 - Step: 0.050 - Step time: 120, 5+ Terrp.: 25 °C - Time Startedt 0's - 2-Theta: 3,000 - Thets 8.250 %~ Chi: 5.05° - P
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EH13b

M5 1JC-039-081-2
37|: 05500 mg
24 2c/min
DHE:H 3

0.1

B) DSC: LJC-039-081-2

File: L:\Thermal\DSC\D00094.004
DSC Operator: LJC

Run Date: 11-Mar-05 16:00

Instrument: DSC Q1000 V9.0 Build 275

186.88°C 200.01"C
N ,9.775lg N }

. /
— 180.73°C
z
=
L]
ol /
lll

0.3+

; 203.62°C
0.4 ; | \ ; y T
180 185 180 195 200 205 210 215
Exo Up 2C ("C) Univarsal V3.9A TA instruments

EH13c

C) DSC: LJC-039-081-2 (2°C/min

&4 2 LIc-039-081-2
71:0.5500 mg
2 ocmin. -
DHE:H 3

01

o aoe )

File: LAThermal\DSC\D00094.004
DSC Operator: LJG

Run Date: 11-Mar-05 16:00

Instrument: DSC Q1000 V8.0 Build 275

200.01°C
186.89°C
. 9551y . 39.04(48.50)g |
ot T \/

0.2+
]
z
filo
ol
3l

0.3

)_A:\.GZ'C
04 T T T T T
180 185 190 195 200 205 210
ExoUp 22 (¢C) Universal V3,94 TA Instn
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EH13d

D) TGA: LJC-039-081-2 -

A Z:1)C-039-081-2 File: LAThermalTGA\T00084.002

37):5.3020mg TGA Operator: LIC
. Run Date: 11-Mar-05 09:05
DUE g HIALYOIE 2nd A& Instrument; TGA Q500 V6.3 Build 189
102 0.4
100+ .
(0.3
98- 3
= S
= =
0 Foa 0
Ko fio
%
[0
96
[US
Fo.1
94+
92 0.0
250
25 () Universal V3.9A TA Instruments

EH]13e

E) 'H NMR: LJC-039-081-2

LJC-039-081-2 DMSO 14th March 2005

!
i

il

sie{ §

1) F R S ——

i p——

1 L4
Wy i oy g
VLA 5 @ = cn
S5 e e 2 2 3 o2
28 L BE 2 g = S
B e 5 e e s e e e A L L
80 70 60 50 40 30 20 10

pem {t1)
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EHI3f

F) GVS: LJC-039-081-2

IGAso/p  Reference Numser $200131  Sample Run Number: 0142 “d
Velhod:  c122001341go5-DHZIGARDI4ZUdaI00 sothernog .. .‘,ﬁ
Sample:  gowder _ tlanuol Bagis: 4.1977 milgrams LJC-039-081-1
Aur.me_d 15/212005 ot 19:22 By Uoer: IBASopt ITEERBAIAD
Fiotled: 132005 at 10:02 By User: 1GASorp1
T T T T T T T T T T
2.800 | + 26.0°CIso 01 Sorp A
25.0°C Iso 01 Desorp
2.600 9
2.400 - B
2.200 b
2.000 v —
e
£ 1,800 - 1
2
i 1.600 - 1
=}
Eil 1.400 | -
0
Klo 1.200 - B
1.000 - —
0.800 4
0.600 |- b
0.400 - B
e
0.200 / J
0 : B
L L L L L L ) L ) )
[ 10 20 30 40 50 60 70 80 99
%-RH (%)

EH13g

G) GVS = XRPD :LJC-039-us1-2

P4 s s 7 a8 8 W o w o om B o o o® o w o owm ow o ® oW omom o m om om @ wm w a
ETR]

1 2-HIE-2301 L

@ Lo 0m-2_ 00w~ 000" End 30000 - Sep:0.050° - tep Ume: 120, 5+ Tom: 26.°- Time Sac: 03 2-Totar 3000°  Thelas 850 * A S.05° - P 27000+

Crartors ot
2 0T L40.050081-2. oo« LI-039.0812 postrs_ 00 - Tp: 2T e S 3000 - Ec: 3000 50050 -l i 20 Trp. 30 i St 2Tl 000 - T 25
Orertine o

EglolA 12 EclE LJC-039-081-25 LIEHHCH
EdI0lA 2= LJC-039-081-22] GVS = 4 E2 LtEHHACH
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EH]4,

HAHOIE & A48

A) XRPD: LJC-039-086-1

Lin (Counts)

a0

g
Gl e L D el f

LJC-039-086-1

3

T v T T

2-HIE-2 &

BIL1C-039-086-1 - Fie: LIC-039-086-1,00 - Type: 2Th alons - Start 3,000 * - Enct 30,000 - Sep: 0050 * - Step ime: 120, 5. Termpi: 25 °C (Roor) - Time Strtec: 05~ 2Thetar 3,000 - Thetr 8250 - Chi .

Operations:

Ed14b

: Import

B) DSC: LJC-039-086-1

AH - 1.JC-039-086-1

File: L:\Thermal\DSC\D00113.001

37|:04510mg DSC Operator: LJC
e . . . Run Date; 23-Mar-05 17:37
28125 X 205C @10°C per min Instrument: DSC Q1000 V9.0 Build 275
2
o
Il
H ,
W .
ol
3
4~
186.21°C
K ; , T .
50 100 150 260 250
EoUp 25 rg Uriversal V3,94 TA Instrun
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EH]4c

C) '"H NMR: LJC-039-086-1

1.JC-039-086-1 DMSO 24th Mar 2005

—

[ / Y
LK
Y ey oo ey e
s oo oo = o e w w 3 o)
g =mme s 8 #a S =
e T e
80 70 8.0 50 ° 40 30 20 10
ppm (£1)
R=ET
>
L] =
..o 38 8 il
9| [
E
4 9
1742 o
w
©
o
(o]
-
. N
6.726 =
7442 >
©
=]
2
: n
0%
1o
0
I
«
=
>0
2
o
il
I
o
g
(9]
ly
Hu
f
m
b
]
=
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EH]5¢c

File L:\HPLC\HFLCZ\DATA\PROJ_129\14-03-~1\BURIT¥04.D Sample Name: LIC-039-081-1
Injection Date : 14/03/2005 16:48:47 oM $eq. Line 3 3

sample Mame LIC-039-081-1 Location : Vial 32

Acq. Operatox Colin Tiernan Inj 2

Acq. Instrument : Instrument 2 Inj Volume : 5 Wl

Acq. Method C:\HPCHEM\1\METHODS\P129_02.M

14/03/2005 09:01:14 PM by Colin Tiernan
K \HPCHEM\ 1\METHODS\ F128_(
08/04/2003 14:03:14 &M
Project 129 Analytical method

Mobile Phase A = ZmM ammoni

hydrogen carponate, wH 10 wi ammconia solution

Kobile phase B = 100% Acetonitrile

Gradient:

102 B to 90% B in 25 mins
Hold for 3.8 mins

90% B to 10% B in 0.2 mins
Hold for 5 minutes to re-eq

Flow rate = 0.8 ml/min
Wavelength = Z34nm
DADT C. 5ig=254.8 Retw?08, 100 (LIHPLCHPLCZ OATAPROJ_120. 1203 1:PURTTY06.0]

mAUT]

s
N
&
<
5 T T T T T T
5 0 15 20 25 30, min
irea Percent Report
Sorted By H Retention T
Multiplisr s 1.0000
Dilution : 1.0000
Use Multiplier & Dilutlon Factor with ISTDs
signal 1: DADL C, Sig=234,8 Ref=700, 100
Peak RetTime $ig Tvee Height Area

[min} {mAU} 4

! |
1.57202  0.1930

1 1.742 1 MM
Z 6.726 1 ™M 1.77122¢ 2.0z18
3 7.143 1 MF 1.38885e-1 0.0148
4 7.230 1 FM 1.48644 1.81698e-1 0.0231
5 7.612 1 MM 1.75312 1,%00%e-1 0.0273
3 8.820 1 MF 6294.11816 666.29398 97.8578
Instrument 1 08/04/2005 1£:04:22 PM Page 1 of 2

EH]15d

Data File L:\HPLC\HPLCZ\DATA\PRCJ_129\14-03-~1\PURITY05.D Sample Name: LJIC-039-081-1
Peak RetTime Sig Tyve Area Height Area
$  [min} [maU+s] [ma0)
-1 =l | !
7 9.937 1 FM 94,62323 9.52401
& 10,390 1 KM 17.342989 1.7280%5
9 11.9%0 1 MF 2.95212 3.17997e-1
10 12.121 1 FM 2.33667 2.6679 1
11 3.351 1 Mm 7.73216e-1 8.7612 2
12 14.848 1 MM 9.73952e-1 8.71620e~2
12 16.67 1 7.81046e-1 6.6014%e-2
Totals : 6431.90163 680.731486

Results obtained with enhanced integrator!

*#* End of Report *+»*
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EH]5e

Data File L:

\HPLC\HPLC2\DATA\PROJ_129\21~03-~1\PURITYL1£.D

Sanple Name: LJC~39-83-1

Injectiol
sample N
Ace. Ope
Acg. Ins
Acg. Metl
Last cha
Analysis
Last cha
Project

Mobile P

n Date 22/03/2005 02:44:02 PM Seq. Line
ame 1 Location : Vi
rator rhan Inj :
trument : Instrument 2 Inj Volume : 5
hed : C:\HPCHEM\1\METHODS\P12 M

nged i 21/03/2005 09:49:27 BK

Method : K:\HPCEEM\I\METHODS\P129_02.M

nged. 08/04/2005 14:54:50 PM

129 Analycical method

hase A = 2mM ammonium hydrogen carbonate, pH 10 with ammonia solution

Mobile phase B = 100% Acetonitrile

Gradient

10% B to %0% B in 25 mins

Hold for 3,8 mins

90% B to 10% B in 0.2 mins

Hold for 5 minutes to re-equilibrate

Flow rate = 0.3 ml/min
Wavelength 254nm
DADT G, 5ig=254.8 Ref=700,100 {L1HPLG HPLCZDATAPRG]_128:21-03- TP URITY16.07
mAU 7] B
2
H
204
15
10

5 r ; : . . .
£ 10 15 20 25 30 miry
Area Percent Repoxrt
Sorted By Retention Time
Multiplier 1.0000
Dilution 1.9060
Use Multiplier ¢ Dilution Factor with ISIDs
Signal 1: DADL C, Sig=254,8 Ref=700,100
Peak RetTime $ig Type  Area Area
#  [min] [mAU*s] %
i ! | |
5.667 2.90224e-1 5.13708e~2 7.434e-3
7.205 3.63391 4.6593Ze-1  0.0931
7.652 1.82002 1 0.0466
8.072 5.507i3e-1 0.0141
8.433 6.53700e-1 1 0.0167
2.898 38:1.41675 97.6277
strument 1 08/04/2005 14:55:54 PM Page 1 of 2

EHI5f

Data File L:

\HPLC\HPLC2\DATA\PROJ,

9\21~03-~1\PURITY16.D

Peak RetTime Sig Type Area Height Area
#  [min] [mAU*s] [wav] %

| | | |

1 MF 2.24073 2.01594e-1  0.0574

1 EM 4%.22905 5.02734  1.2610

oMM 30.37308 10844 0.7780

1 MF  3.9886le-1 5.6350le-2  0.0102

1 FM 8.75686e-1 7.84943e~2 0.0224

M 3.04565e-1 3.0655le-2  0.0104

MM 1.05645 1.08218e~1 0.0271

L 1.08824 5.32132e-2 0.0279

Totals :

3904.03208 411.2986€8

Results obtained with enhanced integrator!

Sample Name: LJC-3%-33-1

*** Znd of Report **»
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EH]16a

A) LJC-039-081-1

EH16b

100 -

|
il

J1g 220041

JAZ0tE0d

25

B) LJC-039-083-1

100

w
il

25—

2

—— > od\glisonthplome~110160353.0011c16035a.gck : data : LIC-030-081-1: Inj. Number: 6

00% 4 A
--- 1005 QI EHS

SAZ0tED

20

|
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EH]6¢c

C) LJC-039-081-1

Tus Apr 122005 15:09,57

Results Raport
Ghromatogram
100 25— - i
<0 :
(LI
o H
o2 i
i
;
ol

AL

- - (00 Hucure
- - 1w Enve

20.18

90.55

533716.25 LJC-038-081-1

23.74

045

| 20842 | Licossoerr |
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EH]16d

D) LJC-039-083-1

Tue Apr 12 2005 15:14:83

Rosults Repart

<0

o

S s W
52 =

0.5

PYE=PuEsT
d=89

1JC-039-083-1

| sesaot LJC-039-083-1
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OtNIELIEE HIE OLAIEIOIE

OLHIELIEZ: N 2-Cl22 28

2-MISAICIEIS:BIE OLMIEIOIE

ElEcsI=E2%eh1,2-LIZ222H A

1,4-CISALEIE OLAIHIOIE
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EH24)
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1.80E-02

1.60E-02
1.40E-02
1.20E-02
1.00E-02

— B8.00E-03

6.00E-03
4.00E-03
2.00E-03 A
M

0.00E+00

-2.00E-03
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EH322

a)

Cc -—=e
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b)

c
L»a
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A 2"

2.50E-02

2.00E-02

1.50E-02

— 1.00E-02

5.00E-03

0.00E+00 T v T d

-5.00E-03 2HIEF
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