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- Recherche et Développement

SampleName LCC-232-30

Column: Nova Pak C18, #Lot- T80791P 220
HPLC 3285-30198

Column T°: 25°C

ial ' 3 v
I\:\;thibn 1 Dimension;: 150mm x 3.9 mm id
Injection Volume  20.00 ul Flow: 1 mL/min
Sample Type Unknown HPLC conditions: Time ACN H20 MeOH
Run Time 45.0 Minutes 0 25 55 20
Project Name EM _5 20 25 55 20
Date Acquired 30/0ct/1998 ©:53:30 25 0 0 100
AcqMethod Set EM2 . 30 0 0 100
ProcessingMethod EM 1 35 25 55 20
Date Processed 02/Nov/1998 '6.46.’6» 45 25 55 20
0.20. Channel Name 25nm Chromatogram
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484| 2233| 005| 347201 5146 AR
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11.58 18336 0.42 3.41 3.697 / —
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30.02| 54522 124 1.707 1236
30.17 4197 0.10
36.85| 95592 217 2.158 1.386

\/O.m,k.nb aussi a 4G5 am

] N O} ] & W N

Selonles normes HPLC: Accepté____ Refusé_  #LotduLREM:
Analyste

Signature: &J Lo O\d’w Date: 0Z voVv.98
Responsable du HPL .

Signature: Date: 0F nov. 4§
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Recherche et Développement

SampleName  LCC-232-103 Column: Nova-Pak, C18 #Lot: T80791P 220
HPLC 3300-051198 Column T°: 25°C
Vial 21 Dimension: 150mm x 3.9 mm id
Injection 1 HPLC #2
lnjectif)nVqume 20.0(?ul Flow: 1 ml/min
E“"_T"t“rj EM455~°M'“”‘95 HPLC conditions: Time  ACN  H20  MeOH
roject Name M _ o 10 70 20
Date Acquired 8 46:27
Aa eMc?:lr;eS t ZE:\I;JO;/IEQB 08:46:2 20 10 70 20
cqvehodse - 25 o o 100
ProcessingMethod EM 30 0 o 100
P “13:
Date Processed 30/Nov/998 10:13:24 35 10 70 20
45 10 70 20
Channel Name 220nm Chromatogram
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16{30.4] 77980] 101
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Selon les normes CLHP: Accepté____ Refusé___ #Lot de LREM:___
Analyste '
Signature: AJ Laowto ) Date: G nov.98
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Signature: jf)(ad]cu.) Date: 2one 1 ¥




© 2000 American Chemical Soc1etel Org. Lett., Clobanu 01990381p Supporting Info Page 3
I/'__:‘._{::—\;/( U L /@’\/\/\o-"‘m‘l
TR © "

¢

Recherche et Développement

SampleName  RM-240-27 Column: Nova Pak C18, #Lot: T80791P 220
H-PLC 3301051198 Column T°: 25°C
V@I . 5 Dimension: 150mm x 3.9 mm id
Injection 1 _
Injection Volume 2000 ul Flow: 1 mL/min y
Sample Type Unknown HPLC conditions: Time ACN 20 MeOH
Run Time 450 Minutes 0 40 30 40
Project Name EM _6 20 40 30 40
Date Acquired 16/Nov/1998 20:54:40 25 o o 100
AcqMethodSet EM3 30 ] 0 100
Processing M ethod EM1 35 40 30 40
Date Processed 17//Nov/1998 08:4126 45 40 30 40
Channel Name 205nm Chromatogram
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: o
"
1] 321] 27128] 037| 3.003 2.961 ,@/\MO—“’N“Z
2| 433 73331 0.10| 24.273] 35349 P
TIBOHS O
3| 11.80 6973| 0.09] 16.866 21125
4| 1360| 57840{ o0.78] 4.875 5.441 ‘/
5| 16.46 | 7253273 | 98.40| 0.042 0.255 "‘
6]23.99| 18486 o0.25| 22697| 29.139
Selon les normes CLHP: Accepté Refusé # Lot de LREM:
Analyste
Signature: Jp %W Date: |4 mev.9¢

Responsable CLH P:

Signature: Date: ¥ nov- 9% .
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Recherche et Développement

SampleName  LCC-232-99 Column: Nova Pak C18, #Lot: T80791P 017
H.PLC 3299-05108 Column T°: 25°C
Vial 25 Dimension: 150mm x 3.9 mm id
Injection 1 Flow: 1 mL/mi
Injection Volume  20.00 ul ow: 1m _'_“"'
Sample Type Unknown HPLC conditions: Time ACN H20 MeOH
RunTime 45.0 Minutes o 25 55 20
Project Name EM_5 20 25 S5 20
Date Acquired 07/Nov/1B98 09:23:35 25 0 (1] 100
AcqMethodSet EM®6 30 0 0 100
Processing Method EM_1 35 25 55 20
DateProcessed 09/Nov/098 #4:37:13 45 25 55 20
Channel Name 205nm
Chromatogram
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o Purity1] Purity1 o
RT Area Y%Area :rl;(!;l)é Thruééfg)ld H
1] 326 1526 | 0.03 a‘.
2] 397 2887| 0.06| 6.42 10.098 HO
3] 10.84 | 4598729 99.90| o.107 1547 ~__2 5'
Selon les normes CLHP: Accepté_ Refusé #Lot de LREM:

Analyste
Signature: < - gf"’-‘)‘& Date: 02 nev~- 1%

Responsable CLHP. s
Signature: / Date: 0 nov™ 3
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SampleName LCC-232-107
HPLC 3316-101198

! }’L.\\ 0’/

Recherche et Développement

Column: Nova Pak C18, #Lot: T80791P 222
Column T°: 25°C

x:jagction 17 Dimension: 150mm x 3.9 mm id_

Injection Volume  20.00 ul Flow: 1 mL/min

Sample Type Unknown HPLC conditions: Time ACN H20 MeOH
Run Time 45.0 Minutes 0 40 25 35
Project Name EM 7 20 40 25 35
Date Acquired 27/Nov/1998 19:39:50 25 0 0 100
Acq Method Set EM3 30 o 0 100

Processing Method EM1

35 40 25 35

Date Processed 30/Nov /1998 14:37:55
45 40 25 35
Channel Name 220nm Chromatogram
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3] 1043 6305| 006| 16625] 22.255 / T
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5] 21.90 4738| 0.05| 25609 37.111
6 | 34.61 4858| 005| 6.587| 10784 _ s
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Signature: /"’((Zc/u« Date: (3> clee !
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Signature: 7;%(&5&«) Date: 0acdte . 7Y
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Recherche et Développement

SampleName - LCC-232-135 Column: Nova Pak C18, #Lot: T80791P 220
C_P:_C 3423-151298 1 Column T°: 25°C
ia . . .
Injection 1 Dimension: 15.0mm X3.9mmid
Injection Volume  20.00 ul ”“’ Flow: 1 ml:/'_'""
Sample Ty pe Unknown HPLC conditions: Time A B
Run Time 45.0 Minutes 0 50 50
Project Name EM 7 25 100 o
Date Acquired 15/Dec/1998 09:37.56 32 100 0
Acq Method Set EM1 35 50 50
Processing Method EM1 a5 50 50
Pro :20:
Date Processed 15/Dec/1998 11:20:49 A: H20 + AcNH4 10mM
B: MeOH + AcNH4 10mM
Channel Name 205nm Chromatogram
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—3 |4]1978|4542300| 9258 0.351 0297 | —» e
5[2061| 7653] o.16 /‘f’cq:é \,a
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Selon les normes CLHP: Accepté Refusé # Lot de LREM:
Analy ste . .
Signature: V) [Ja l{ow‘l'w Date: 15 decs - 98
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. fe . S
Signature: ? . Date: IS okfc -9
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"Recherche et Développement

SampleName LCC-232-80-DC . .
HPLC 3671080399 Column: Nova Pak C18, #Lot: T80791P 220

Column T°: 25°C

¥1|j?-:lction 1 1 Dimension: 150mm x 3.9 mm id

Injection Volume ~ 20.00 ul Flow: 1 mL/min

Sample Type Unknown HPLC conditions: Time A B
Run Time 45.0 Minutes 0 50 50
Project Name EM_10 25 100 )
Date Acquired 08/Mar/1P99 10:24:9 32 100 0
AcqMethodSet EM2 35 50 50
Processing Method EM _1 45 50 50

Date Processed 09/M ar/199 09:08:56 A: MeOH:H20 (9:1) + AcNH4 20mM

B: H20 + AcNH4 20mM
Channel Name 205nm
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Spectroscopic data of

3p-Sulfamoyloxy-17a-[(4'-hexanoyl-piperazine)methyl]-androstan- 1 7-ol (14)

OH

L~ NO

N

VAN

HoNO,SO

White solid; IR v (film) 3264 (broad, NH, and OH), 1626 (CON), 1366 and 1180 (S=0);
LR-MS for C3pHs4N305S (MH") 568.6; HPLC purity of 93% (C18-NovaPak column) with
a mixture of H,O:CH;0H (50:50) containing AcNH, 10 mM; 'H NMR § (MeOH-4,) 0.85
and 0.87 (2s, CH;-18 and CH3-19), 0.92 (t, J = 6.7 Hz, CH,CH,), 2.37 (t, /= 7.6 Hz,
CH,CO), 2.40 (4H), 2.70 (1H) and 2.80 (IH) (3m, 3 x CH,N), 3.55 (m, 2 x CH,NCO),
4.40 (m, CH-30); *C NMR & (MeOH-d,) 12.57, 14.29, 14.97, 21.91, 23.50, 24.65,
26.35, 29.49, 29.68, 32.05, 32.67, 32.98, 33.42, 33.98, 35.99, 36.50, 37.71, 38.08,
43.02, 46.22, 47.14, 47.72, 52.06, 55.59, 56.08, 56.56, 64.78, 82.32, 84.80, 174.11
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Kecnercné et veveloppeme
Résultats d’ Analyse en Spectrométrie de Masse a IP'UCA

Date d’analyse: 3/ mai o4 #Echantillon: JCC.930 13w

Chimiste:  Cobamuy Juiu #ASM:  156.31030¢

Solvants : %ou ¢+ AH, COGH.

Observations particuliéres:

£n ,nm{h‘f = [l -y sef

En np‘?'n/{/ . ‘_r“‘n- H)” = SEL

fﬂﬂHCD%)’\C 19 .

Effectué par: ,_M«Lf Date: 3/ me #¢

Q&y\%\ A\ e

Page 1 de 1
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| UE VL NPAARS I s L e L Tl SR S

MIN. INTENSITY = 2,541 MAXY = 20.00000 IQ
INTENS. LEVEL = 2541 NOISE = .0134% : Cﬁﬂv?&q
F1 = 2761.41 HZI = 9. 2006 PPM F2 = ~-229 —
b ,
o # CURSOR FREQUENCY PPM  INTENSITY
1 4698 1467 . 586 4. 8898 148.360 ;>/ = ‘
2 5435 1062.225 3.5392 2.592 N
3 5557 994,995 3.3157 14.727
4 55&0 993 . 465 3.3101 26 . 989
5 5563 991 .912 3.3049 36.123
& 55866 990 . 360 3.2997 26,026
7 5569 988 .833 3.2946 13.694
8 6043 FR8.28% 2.4265 3.238
9 6061 FL8.241 2.3931 4.460
10 &074 710.856 Z.368% 3.681
11 5088 703,155 2.3428 3.068
z 6489 482 .944 1.6091 3.096
13 6501 476.05% 1.5861 3.523
14 6515 468,578 1.5612 3.804
15 6539 455,370 1.5172 2.839
16 &625 407 .928 1.3592 4.07%
17 6632 404 .296 1.3471 5.608
18 6638 400.815 1.3355 7.281
19 6645 396.914 1.3225 6.854
20 6665 3I86.194 1.2867 12.797
21 6853 287 . 482 L9412 3.24%
22 6866 275.687 .9185 7.938
23 6878 P68.990 L8982 4.547
24 6891 261.749 L8721 14.617
25 6901 256 . 368 L8547 13,350

7] INTEGRAL
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1 PO56 13139.647 174.1L070 4.055
Z 4927 6399 . 890 84 .8018 & . 930
3 5007 &212.417 82.3177 8,751
4 5571 4888 . 5986 64.7764 &.764 C%WPd* H#.
5. 5835 4268, 424 56 . 5588 8.441 —
é 585] 4231 .910 56 .0750 &.537
7 5866 4195.676 55,5949 10,387
8 5980 3928.640 5205465 7. 850
9 6051 37&1.407 498406 119,065
10 G060 3740.247 495602 344,118
11 &069 3719.049 49,2793 638,914
12 6078 IRGTF.T6Z 48.9972 G336 . 384 =
: 13 &O87 3676.273 48,7125 449,249
. 14 &097 3654 .198 45,4200 215.840
: 15 106 3632.590 48.1337 87.62%
16 6119 3601 . 686 47 .7247 8.425
17 6138 3I557. 442 47.1379 7.847
18 6167 3I488.466 46 .2240 5.641
19 &270 3246 .806 43,0218 7.502
20 6429 7873.931 38,0811 9. 290
21 5441 2846 . 064 x7.7118 9.609
22 &480 2754 .291 36.4958 9. 08%
23 6496 2716.470 35.9946 8.846
74 &5&1 ?564. 156 3%.9764 11.741
25 6579 2521 .964 33.4173 5.366
26 6563 DABE. 758 32.977% 8.20%
27 SH03 2465 .477 32.6688 10.264
28 65623 2415.939 32.0522 7.825%
29 5664 2321 .240 3I0.7576 &.032
30 6699 2RZ9, 744 29.6778 7 .97
31 6705 2RP5 386 29.4875 77472
32 ESGE ©1988.890 26 .3538 10.095
33 S86 1 1B&0.018 P4 6452 8.887
34 &898 1773.492 23.4997 7.090
35 6949 1653 530 21.9101 8.411
36 7172 1129.768 14.9700 Q_.477
37 7194 1078.272 14.2877 ].891
38 V249 4E . 36 17.5663 7.04C
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Spectroscopic data of

3p-Sulfamoyloxy-17a-{[{4’-(2"’-(5)-benzyl-2’ ’-ammonium-acetoxy)piperazine]
methyl }-androstan-17p-ol (15)

OH

AN

k/ NH;
(O
HoNOLSO C

White solid; IR v (KBr) 3388, 3228 (broad, NH, and OH), 1674 (CON), 1366 and 1180
(S=0); LR-MS for C;3Hs3N4OsS (MH") 617.4; HPLC purity of 97% (C18-NovaPak
column) with a mixture of H,O:CH,;0H (50:50) containing AcNH, 20 mM,; 'H NMR
(MeOH-d,) 0.83 and 0.86 (2s, CH3-18 and CH;-19), 2.1-3.1 (multiple signals, CH,N and
CH,Ph), 3.50 (m, CH,N), 4.06 (t, J = 7.0 Hz, CHN), 4.40 (m, CH-3), 7.1-7.3 (m, 5H,
Phenyl); *C NMR & (MeOH-d,) 12.58, 14.94, 21.91, 24.62, 29.52, 29.68, 32.05, 32.96,
33.48, 36.03, 36.49, 37.71, 38.09, 43.32, 43.62, 46.22, 46.67, 47.64, 52.05, 52.55,

55.60, 55.74, 55.88, 64.62, 82.16, 84.74, 127.95, 129.66 (2x), 130.56 (2x), 138.46,
174.57.
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Vérification de la masse moléculaire par infusion (ESI)

Name of Compound:

sH
Reference No : ,':Ej \/d’\\ M
| - A
LREM Lot Number : 5 . ¢ (S
: mrEe
SupplierBatch No.: ;. _ 524 . @cac X

No.ASM: __#16_ \ongs

Les spectres de masse ont été obtenus a l'aide d’un appareil API-150ex muni
d’'une source « turbo ionspray ». Le composé a été dissous dans le méthanol
avec une petite quantité de formate d’'ammonium pour favoriser I'ionisation.

Masse exacte théorique de la molécule « M » proposée: Cl6, 3%+

Masse de la molécule « A » supposée : /

/

Masse(s) obtenue (s):

Mode positif: m/z= _git ¢ = _ Guaur

m/z = =

Mode négatif : miz= _gs o = _tw.w\-

mf/z = —
Confirmation de la masse : Oui NonD
Commentaires : /
5/0

/

4

Date d'analyse :  JS \of 99 .

Analyste : édgﬁ@a/ Date ;4o W49 .
Veérifié par:_ % Date :_ 13 aov. 59
g
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