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v
ofh

S0CHA ZEmvzye] 111 A Qo) Tl G 1A LaolAl Z1AE ks ol AE®)e] opaEy]
£9 goje) ue EA BUEE ALY, olF WD od) HASHYG. % 2t sHnsnzus
11 g4k Qe el 119 544 H 2w HAGRD) ANE nolFr. 20 £ naA¥E 5449 52
= X 24 €AY
=z 2
7t 20 [°] qdl A7 (%)

8.772 8.4

9.294 100

13.795 26.7

14.137 8.3

14.825 6.6

15.47 25.6

15.889 14.7

17.456 13.3

18.579 23.2

22.702 20.8

23.047 9.5

24.39 39.2

25.128 18.1
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[0071]
[0072]

[0073]

[0074]

[0075]
[0076]

[0077]

AAd 2

2HE2ATZ U 1:1 slo|=2H 22 9] A%

ZIHSd 10-2020-0068667

25.593 8.5
26.174 24.6
27.929 22.4
28.339 6.9
29.153 11.3
29.993 28

32.39 11.9
33.083 7.4
33.55 8.1
36.186 4.2
37.59%4 11

39.215 5.3
39.851 7.8
42.139 4.7

AN 1a) PHES ALt

s,

L 32 ZHEAvRY
El

, ©]& XRPDel ¢J3f 543}

-4 =% 3]-(XRPD) HHE HAF.

20 =2 = S0 vAE % 30 Eridnt.
¥ 3
7—]’_14:_ 20 [O] A A7l (%)

8.664 10.9
9.434 67.3
13.648 4.7
14.179 13.8
15.188 7.1
15.84 45
17.588 19.4
20.174 12.4
21.559 5.6
22.755 54.7
23.644 17.8
24.567 100
25.924 42.1
26.445 8.8
27.666 22.4
27.949 33.5
28.827 9.2
29.306 20.1
30.268 14.1
31.1 5.1
32.198 29.4
33.95 13
36.298 14.6
42.236 7.3

A 3

e RATRUY 101 L-El2E2a do] A%

OMHEUEZH (3 mL) % #HEE(1 nl) T =
(195 mg, 1.29 mmol, 1.15 equiv)e xurs

|

E A (stemosporinnne) (395 mg, 1.14 mmol) @ L-E}ZE}=4H

ol wWied terr-5€ "= (5 nl)E H7lska, AAE S
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E Ao 5AIZ FeF wwEdn. AAE uAE osta, WY tert-5FE oHZ(1.5 mL)E AF AL,
20-21Coll A 7t kol Axsto], FA 33E(553 mg, 98.0%)S AARZD uAZA AFTsFon, o= XRPDI
o3 EAgsIUTE. T 4% AHREAIEUS 111 L-E2EFEAF ¢o] EAAQ X-A B 3™ (XRPD)S HolFE
. 20 B2 3dse 5AHR F3v= & 49 ARG
I 4
[0078] 2% 20 [] gl A7 (%)
10.873 59.5
12.296 42.4
14.346 5
15.269 100
16.703 28.5
17.363 53.7
18.277 62.5
18.979 40.6
19.871 10.6
20.409 42.3
22.259 29.8
23.388 47.9
24.589 18.2
25.362 42.2
26.002 21.6
26.96 15.9
27.551 5.5
28.973 21.3
29.758 8.1
30.31 6.3
31.063 11.2
31.914 15.4
35.009 22.4
35.603 12
36.677 8
37.476 8.3
38.172 9.2
38.918 6.8
39.497 5.1
40.682 4.5
41.781 6
[0079] AN 4
[0080] 2 EAY U9 1:1 D-El2El2A4 g9 A%
[0081] Ao 39 WS AMEslY], AHEAXYH E D-EIEEEAS A4 IFFES 2A4ZE aAZA 539
o]Z XRPDel ¢l8] EA&slgit;. T 5 2HEAIEUS 1:1 D-ElEEE4F do] Ex% ol X-A Eo 34

(XRPD) HEl S HolFEth, 20 EE FAHE EAZC g3 F 59 A

F 5
[0082] 2% 20 [°] Sl A7 (%)
9.834 100
11.641 12.9
12.342 3.5
13.487 3.1
14.967 3.3
15.957 48.1
17.457 6.3
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[0083]
[0084]

[0085]

[0086]

[0087]
[0088]

[0089]

[0090]

ZIHSd 10-2020-0068667

18.57 144
19.583 20 2
20.583 164
21.63 5
22.655 19 4
24.738 33
25.312 6.8
27.084 79
27.63 4
29.432 3.9
30.163 7
31.035 6.6
34.582 33
35.16 13
36.489 5 6
38.156 35
40.849 15
41,401 19
AA 5
E R 2] 11 b g Al
Ao 39 WHS Abgete], 2HEAEY P A A RS APW wARA FE5HPOM, o]F XRPD
o o5 ERsET. T 6L AERATRU] 1:1 S do] ExAQ X-A Buk A (XRPD) ELS Bl
o 20 2 E@HE 544 93t E 6o A9,
X6
7t 20 ['] Al A7 (%)
7.13 100
9.257 134
9.801 58
14.061 195
15.365 10
16.515 1
18.379 77
19.319 75
20.778 a4
22.888 11.1
23.794 103
25.016 11.2
25.931 65
A A o 6
2R RY 11 (41)-(19)-10-TEAEA Ao Az
A e 39 WS ALgSle], 2HEAZY D (4)-(19)-10-FEAEALS TA FES 4D 1ARA FE
dtglom, o]2 XRPDel o3 s, = 72 sERamEU 1:1 (+)-(15)-10-FEEEA 9o 54
Q-4 B HAORD) AW RAET. 20 £ RANE 5449 93t ¥ 79 AR,
X7
A 20 [] Ao A7) (%)
6.519 100
9.225 75
12.798 1.9
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[0091]
[0092]

[0093]

[0094]

A 7

ZIHSd 10-2020-0068667

SHEATZ U] 1:1 g E4L

AAle] 39 WHS AREERe], 2EHE
XRPDell J3f 57 stsl it

AL wol ).

13.237 23.4
13.696 3.3
14.586 36.9
15.136 17.7
17.005 37.1
17.474 5.8
18.221 35
19.393 20.9
20.411 50.1
21.673 9.8

22.6 30.9
23.431 12.3
24.022 22.7
26.059 13.1
27.062 12.5
29.172 12.2
32.865 7.9
38.199 7

Bl Ax

22X Y R ENE B4 SHES 244 uARA $55
&= 82 AHEAVEU 111 o'AEN o SR X-A 21
20 =2 xPHE 5] vAe & 8ol A€
¥ 8
74 20 [D] /\C}EH "]]7] (%)

7.32 100
7.847 1.1
9.597 11.1
12.406 3.3
13.611 5.3
15.135 10.4
15.816 8.7
17.558 2.8
17.928 6.5
18.596 15.5
19.139 5.9
19.99 3.2
21.484 4.6
22.063 3.7
22.721 68.3
23.671 10.7
25.139 18.4
26.022 4.9
27.916 3.7
28.39 3.9
29.297 16
29.894 8.1
31.844 4.9
34.902 3.9
35.639 7.3
36.154 5.1
36.701 7.2
37.276 2.4
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[0095]
[0096]

[0097]

[0098]

[0099]
[0100]

[0101]

[0102]

ZIHSd 10-2020-0068667

24 8
| RAT U] 1:1 1,2-o 8] ZEA Ao Az

Ao 39 WS ARgSle], 2EHREAYXY ] 2-og@ T ENS BA IFE
] o]E XRPDO oJ& A3t = 1:11
34 (XRPD) T ES RolFET. 20 = ;LLEI—E EAA vAE I 9o dAHT).

#Z9
2% 20 [°] gl A7 (%)

9.067 9.7
10.94 84.3
11.385 24.9
12.92 55
13.546 15.2
14.129 56.4
15.391 52.4
17.292 93.8
17.842 16.3
19.703 72.1
20.246 34.7
20.8 21.1
21.158 100
21.827 29.5
22.768 44.3
23.55 22.3
24.438 58.7
25.361 89.5
26.736 44 .4
27.319 15.5
27.642 18.6
28.393 44.2
29.485 11.4
30.552 12.7
30.959 11.3
33.172 11.5
35.006 10.9
35.509 17.4
36.309 7

37.155 13.6
37.722 6.9
38.359 5.7
41.195 19

25CoA ZEEAVEE F2] 97]9] oHEYES &9 e A dehes ATsislen, °& XRPDe
os] SAstegitt. = 102 A4 AEEAvRU SAA X~ F# SAORPD) MHE HeErh. 20
=2 3dHe 544 94 % 100 €449

21z 20 [°] A A7 (%)
9.959 10.9
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10.304 2.3
12.927 18.2
13.318 6
14.535 6.6
15.216 5.3
17.515 4.5
17.952 4.6
19.701 100
21.435 10.5
22.634 3.7
23.978 2
24.575 1.9
25.53 4.3
26.285 8.3
28.543 4.9
31.009 5.7
=9
EH]
[12082302 RAW] 1872-102-HCI, SCAN: 3.0/45.0/0.02/0.6(sec). Cu, I(cps)=2744, 08/23/12 01:55p
2800
2400
2000
1200
800-|
5 10 15 20 T 5 30 T
2-Ae} (deg)
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EH2

12091402.RAW] 1872-124-2-1, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=1730, 09/14/12 02:25p

1800

1600

1400

12004

1000

47 (CPS)

800

600

400

2004

0 T T T T T T T T T T T T T T T T T T T T T

2-A¢} (deg)

EH3

(12070302 RAW) 1872-34-HBr, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, licps)=3686, 07/03/12 04:27p

2000

A7) (CPS)

1600

1200

2-Ae} (deg)
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ZIHSd 10-2020-0068667

[12072301.RAW] 1872-65, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=1878, 07/23/12 11:15a

1800

1600

1400

1200

1000

171 (CPS)

8004

600

4004

200

=

20 30 40
2-#l¢} (deg)

[12062505.RAW] 1872-29-14, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=6690, 06/25/12 02:41p

6400+

5600

4800+

__ 40004

171 (CPS;

32004

24004

1600

800

20 30 40
2-4l} (deg)
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EH6

12062801.RAW] 1872-29-15, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=1552, 06/28/12 05:03p

1600

1400

1200+

1000+

471(CPS)

800

600-

400+

2004

0 T T T T T T T T T T T T T T T T T T T T

2-4l¢} (deg)
=97

[12072001.RAW] 1872-29-36, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=3414, 07/20/12 02:07p

32001

2800

2400

2000

A1 7](CPS)

1600

1200+

800+

400

0 T T T T T T T T T T T T T T T T T T T T T

2-AEt (deg)
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EHS8

[12072002.RAW] 1872-29-40, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=6712, 07/20/12 03:12p

6400

5600

4800+

4000+

|71 (CPS)

3200

2400

1600

8004

0 T T T T T T T T T T T T T T T T T T T T

2-A¢} (deg)

99

[12062506.RAW] 1872-29-39, SCAN: 3.0/45.0/0.02/0.6(sec), Cu, I(cps)=2381, 06/25/12 03:16p

2400+

2000+

1600

4171 (CPS)

1200+

800

400

o T T T T T T T T T T T T T T T T T T T T T

2-#]¢} (deg)
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EHI0

12062501.RAW] LB-055-103L, SCAN: 3.0/45.0/0.02/0.6(sec). Cu, I(cps)=25385, 06/25/12 11:21a

24,0

20.0

16.0

A7) (CPS)

12.04

4.0

x10°==7 T T y T T T T T T t T T y T
10 20 30 40
2-4|€ (deg)
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