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Absorbance

Time

Area Height Area Height Wos PDA Peak
[mau.s] [mAU] [3%] [%%] [min] Purity
56392,849 ; 1908,035 ; 21,9 ; 34,0 0,52 ; 915,
85842,970 | 1915,852 333 34,1 ¢ 0,72} B34
55934,672 © 1259,454 ! 21,7 ¢ 22,4 0,70 ! 932 ¢
59636,991 | 534,342 | 23,11 9,5i 1,73 1 966 |
257807,482 5617,683 100,0 : 100,0 : ' :
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Absorbance

[ Reten. Time | Area Height Area Heght | W05 | PDA Peak |
[min] [mALU.=] [mau] [&] [3%] [min] Purity
1 i 12,000 } 4869,194 177,687 } 2,7 50 0,47 } 993 ;
2 13,117 7 01949574 | 1790,662 | 51,9 50,1 0,83 | 867
3 18,150 1 78485,950 } 1588,323 * 44,3 44,41 0,80 * 933 :
4 40,883 ! 1761,206 : 16,932 : 1,0 ! 0,5 ! 1,62 § 988
Totl 177067,224 | 3573,604 | 100,0 100,0 | i
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Absorbance

Reten, Time | Area Height Area | Haght | W05 | PDA Pezk
[min ] [mAU.s] [maU] [%6] [%%] [min] Purity
1 11,817 ; 3457,438 ; 132,272 2,0 4,1 ; 0,43 978 §
2 13,017 {  38109,433 ! 1060,115 21,81 32,71 6,55 sa T
3 17,717 ¢ 131940,725 ! 2039,144 ¢ 75,6 ¢ 635 1o i
4 40,200 1127,725 ¢ 11,631 0,6 04| 157 =
Total | 174635320 3243,161 | 100,0 100,01 :
[AU]
2,0+ [\
o )
e Cl Cl
~
].,5_ \©\
= OMe OMe
OW\ + NS
=2 Y NO, T NO,
= Br = Br
o 0 1@
3-syn ~8:2 2-epi-3-anti
0,5
E- -
I ~
TJ | F
0,0+ T oY — .
1 T r :
10 20 30 P

Time

[rmin]



EL'G—
56k~
SL'25

om_mmw.r
55'S5,
0E'95—

PETTT—
P ZTT-

mm.mmﬁ
mm. mNHW
L1821
82'8CT

B 8T
59°8CT

mm.mm._”
mm.OMH \v
E9'EET

02" 0FT—

56'95T—

155 150 145 140 135 130 125 120 115 110 105 100 a5 a0 85 80 73 70 63 60 a5 a0 45

160

63 E~_
262

mm.ml._.‘.

g0'e~"

TFE
hm.m/
59°E
S9°E
99'E
89°E
ol E—

| |
i W
o o
o O
— —

Y
8L'E
T8°€

L6
6o
20

Ot S~
£p' 9"

TL G~
eyl
204
80°L

60
21"

6TL
S2E
L2
8L
kL
054

Br

Iz

Cl
7-trans + 4-epi-7-cis
~8:1

MeO

2.5

3.0

3.5

4.0

4.5

2.0

2.3

6.0

6.2




I | .
mm_mﬁ. W - 2 _ [~
55°8F I m,

L0705~ - MN L= mm.m./r —~ H
08'05— - = 68'c— ———————p6'0
: — | ——
b Hm% — 262/ >
mfm\ _ Lo | pr
e o e | s
{ ot wmmw =t

[ ore— —== 1807 %

- 18 m*..m% =

. 713

L2 om_mk

. = - ' =]

AN ———=L00'T &

e 2 |

= ' =
= - 00' b 0T

- =

2 e

1 mm.w.)/n 1T

- % I8t %lmﬁ J <

I ZE'p "o

PE'b

- & 2

| =+

Ty [='s]

o - o
=

- 8 - =

L - K%)

T o 3 |~

-8 o o

- 3

= Iz gy -
= R
_ I O +
(2 61T ® ©
_ in g - 5
8L'611 = o S
ST €27 L I ) o
Ob' 52T 7 o -
- -
£9°LET W —
b 82T _ . LS
95' 821 B L&
~
£9'821 - i ~
88’821 —— - _ - @
¢m_mmﬁwua = @ |
2 OET —_— . { - &
68 TET - = |0
T4 ZET - 9C'd @
£8'ZET - =
00’ bET m - 289
: £9'9 -
z9'ZhT— - . o
W B Y
™ oegv
o EE€L
T8 pe
. S5
52'G5T~_ _ L m +
= =
£8'G5T w | bos
= b5
o]
- mm_t‘ﬁ
W [Ty
T
~—

10



35

I Te'e
S8'6E-,_ B ) mm.NW

900k~

T
40
o+
M
r

T
45

24 22
11

EBLb

b b ==
95'05— -
65157

T
50

8165~ ||“ I mm”mﬁ

£2'09— T

T
60
—
™
M

2.8 2.6

3.0

T
35

ol

«Q

r

|

3.2

89'19~" - . mm.mw. — -1

FEES-" & -

65
oy
™
M

T
70

T
75

T T
100 a5 an 85 a0

T
105

6E'BTT r
60'6TT L
F era
59'bZT
Z0°LzT |
95°£ZT .
BLLZT L
86'LZT £
00'82T
£1'82T 3
TE'82T _ = |
b 62T— - s L
L6 0ET~G —
08’ HmH% - =
90'2ET & : r
62 EET

£0'BET— -3

110

T
115

120

|
125

130

135

3.4

3.6

3.8

4.0

44 4.2

9-trans and 4-epi-9-cis
~8:1
62 60 58 56 54 52 50 4.8 4.6

6.4

6.6

T
140

6.8

S8 TPT— -

T
145

2.0

i
T
150

72

8L FST~ [
SE'SST-"

T
155

74

T
160

FA

7.8



LZ'L

W =]
I~ =+
68'Eh,_ m
hm_mvv. = N B
8 'S¢ I
- R
i PT'E
A
I 0z'€
59'65 3 o Tze
LEBS M T®e  gze
- vm_mw
L2 ozg
I £9'E
o E_MW _
™~ gge— -—— 007
- E_m% 3
M L0 o
——— B =
|~ oo
Ll |
[=5]
W 5 -
-
b L
o -
=
-8 )
L ” [~ rl
L ® R —
= e N m
Wr L —2Z o 3 L
= ©
I — [
— [0}
(2]
R N
L5'T2T M = @)
o
E_mm%,,. - 2 o
Fat Rl ¥ I
serzy - M - A S
bbLTT _ __&
Z0'8zT - _ =
mm.mmH\v ~ L
E_mmﬁ\, B ) "
mv.mmH\ - o
19 pET I L9
=
- =
~
£0°L
W | 80'L I
- oz i
- B0'L o
LR o B cre ™
| PTL _ — e E5'T
. W bl ——— .
Z8 ST~ . = L3 i T
T6'55T~" s - #
- BT'L w_
-8 6L | in
0Z'L g ~

12



Absorbance

[ Reten. Time | Area Height Area Heght | W05 | PDA Peak |
[min] [mAL.s] [mau] [#=] [%%] [min] Purity
6417 i 52181476 1494527 ; 47,2 548} 0,53 74 i
7450 1 583609,058 1231,778 | 52,8 ; 45,2 ; 0,58 701§
Total 110550,535 2726,305 100,0 § 100,0 } ¢
[AU]
1,5
Chiralcel OD-H, ~
20% i-PrOH 80% n-hexane, -
flow rate: 1.0 mL min -, =
A =210 nm, Tem. 8 °C ~
E‘ -
I L)
1,0 @)
Asenapine racemate
from Sigma Aldrich
0,5
-\-\_\_\_\_\_\___
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[aU]

. Reten. Time - Area
[rnin] [mAU.s]
1 6,283 ; 78474, 194 |

H e ?34?4,19{

Heght | Ares |  H=ght |
[mAU] [%] [%]
1600,640 ; 100,0 ; 100,0

W05 | PDA Peak
[min] Purity

0,63 }

1,5

1,0H

Absorbance

0,5

0,0

Chiralcel OD-H,

20% i-PrOH 80% n-hexane,
flow rate: 1.0 mL min -,

A =210 nm, Tem. 8 °C
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Time
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