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General.

Melting points were uncorrected. Column chromatography was performed on silica gel
(200-300 mesh). 300 MHz *H NMR and 75 MHz **C NMR spectra were recorded in CDCls in ppm,
J in Hz. Optical rotations were recorded on digital polarimeter, Enantiomeric excess of the
(9-1-aralkylamines was determined for their acetylated derivative by HPLC analysis with a chiral
column, flow rate 1.0 mL/min; hexane/2-propanol = 90/10; UV, 254 nm; the racemic aralkylamines
were prepared according to a similar procedure to the literature. All the reductions were carried out
under an atmosphere of dry Ar. Tetrahydrofuran (THF) was freshly distilled from sodium
benzophenone under Ar prior to use. 1-(4-methoxyphenyl)ethanone, 1-(4-methoxy phenyl)-
propan-1-one and 1-(4-methoxy phenyl)butan-1-one were prepared according to the standard

method.



Prepar ation of the oximes:
A representative procedure is as follows

1-(4-methoxyphenyl)ethanone oxime: To a suspension of hydroxylamine hydrochloride (4.17 Q)
and anhydrous K,CO3; (8.28 g) in 150 mL absolute ethanol was added 1-(4-methoxyphenyl)-
ethanone (7.50 g). The reaction mixture was stirred for 24 h under reflux, filtered, and then
evaporated to remove ethanol. The residue was dissolved in water and extracted with diethyl ether (3
x 40 mL). The combined ether layers were washed with saturated brine and dried over anhydrous
N&SO, 7.01 g of 1-(4-methoxyphenyl)ethanone oxime was afforded as white solid after
evaporation of the solvent and column chromatography on silica gel (petroleum ether/ethyl acetate,
10 : 2, viv), 85% yield, mp. 76-78 °C. IR (KBr, cm™): v 3244, 3007, 2965, 2936, 2839, 1610, 1574,
1516, 1461, 1368, 1258, 1175, 1025, 922, 831. *H NMR (CDCls): § 2.27 (s, 3H), 3.84 (s, 3H), 6.90
(d, J=9.0 Hz, 2H), 7.58 (d, J=9.0 Hz, 2H), 7.80 (s, 1H). Anal. Calcd. for CeH1;NO,: C, 65.44; H,
6.71; N, 8.48. Found: C, 65.21; H, 6.69; N, 8.65.

Other oximes were prepared according to similar procedure.

1-(4-M ethoxypheny!)pr opan-1-one oxime: white solid, 87% yield, mp 65-67 °C. IR (KBr, cm™):
v 3287, 3065, 2971, 2938, 2838, 1607, 1575, 1515, 1465, 1299, 1254, 1180, 1037, 970, 914, 835. 'H
NMR (CDCls): 8 1.06 (t, J=6.9 Hz, 3H), 2.69(q, J=6.9 Hz, 2H), 3.73 (s, 3H), 6.80 (d, J=7.5 Hz, 2H),
7.46 (d, J=7.5Hz, 2H), 8.52 (s, 1H). Anal. Calcd. for C;oH13NO,: C, 67.02; H, 7.31; N, 7.82. Found:
C, 66.78; H, 7.26; N, 7.78.

1-(4-M ethoxyphenyl)butan-1-one oxime: white solid, 82% yield, mp 54-56 °C. IR (KBr, cm'):
v 3286, 3251, 3069, 2927, 2871, 2838, 1601, 1517, 1464, 1327, 1260, 1177, 1029, 935, 827. *H
NMR (CDCls): § 0.98 (t, J = 7.2 Hz, 3H), 1.60 (m, J=7.2 Hz, 2H), 2.77 (t, J=7.2 Hz, 2H), 3.83 (s,
3H), 6.90 (d, J=8.1 Hz, 2H), 7.56 (d, J=8.1 Hz, 2H). Anal. Calcd. for C1;H1sNO,: C, 68.37; H, 7.82;
N, 7.25. Found: C, 68.28; H, 7.75; N, 7.21.



Acetophenone oxime: white solid, 92% yield, mp 54-55 °C (lit.? mp 59 °C). IR (KBr, cm™): v
3250, 3112, 3067, 3035, 2932, 1648, 1495, 1450, 1371, 1302, 1080, 1007, 927, 762, 694. '*H NMR
(CDCl3): 6 2.29 (s, 3H), 7.37-7.64 (m, 5H), 7.44 (s, 1 H). Anal. Calcd. for CgHoNO: C, 71.09; H,
6.71; N, 10.36. Found: C, 70.82; H, 6.56; N, 10.45.

Propiophenone oxime: white solid, 90% yield, mp 51-52 °C. IR (KBr, cm™): v 3296, 3250,
3059, 2975, 2938, 2878, 1629, 1576, 1498, 1464, 1297, 1036, 971, 915, 767, 694. 'H NMR (CDCly):
§ 1.18 (t, J=7.2 Hz, 3H), 2.84 (d, J=7.2 Hz, 2H), 7.38-7.61 (m, 5H). Anal. Calcd. for CsH1,NO: C,
72.46; H, 7.43; N, 9.39, Found: C, 72.34; H, 7.38; N, 9.42.

1-(4-Nitr ophenyl)ethanone oxime: light yellow solid, 88% vyield, mp 170-171 °C (lit.> mp
172-174 °C). IR (KBr, cm™): v 3253, 3112, 3078, 2926, 1601 1513, 1340, 1112, 1010, 930, 854, 774,
753, 691. 'H NMR (CDCls): § 2.33 (s, 3H), 7.81 (d, J=7.5 Hz, 2H), 8.24 (d, J=7.5 Hz, 2H). Anal.
Calcd. for CgHgN,Os: C, 53.33; H, 4.48; N, 15.55. Found: C, 53.12; H, 4.42; N, 15.45.

Prepar ation of the oxime ethers:
A representative procedure is as follows:

1-(4-M ethoxyphenyl)ethanone O-methyl oxime. To a suspension of NaH (1.15 g) in 100 mL
dry N,N-dimethylformamide (DMF) was added 1-(4-methoxyphenyl)ethanone oxime (6.60 g) in dry
DMF (50 mL) at 0 °C (ice-bath). The reaction mixture was stirred for 2 h at 0 °C and Mel (6.82 g)
was added. The ice-bath was removed and the reaction mixture stirred for an additiona 4 h. After
removal of DMF under reduced pressure, the residue was dissolved in water and extracted with
diethyl ether (3 x 40mL). The combined ether layers were washed with saturated brine and dried
anhydrous Na&SO,. After evaporation of the solvent and column chromatography on silica gel
(petroleum ether/ethyl acetate, 16 : 2, v/v), 5.73 g 1-(4-methoxyphenyl)ethanone O-methyl oxime
was afforded, 80% yield, mp 52-53 °C (lit.* mp 50-52 °C). IR (KBr, cm™): v 3003, 2962, 2941, 2903,
2839, 2822, 1613, 1599, 1516, 1458, 1444, 1257, 1175, 1049, 1026, 892, 828. 'H NMR (CDCl): &
2.21(s, 3H), 3.83(s, 3H), 3.98(s, 3H), 6.88 (d, J=8.7 Hz, 2H), 7.59 (d, J=8.7 Hz, 2H). Anal. Calcd.
for C10H13NO2: C, 67.02; H, 7.31; N, 7.82. Found: C, 66.88; H, 7.28; N, 7.74.

Other oxime ethers were prepared similarly.



(4-M ethoxyphenyl)-pr opan-1-one O-methyl oxime, colourless oil, 84% yield. IR (neat, cm™): v
3045, 2968, 2937, 2896, 2837, 2816, 1610, 1568, 1513, 1464, 1338, 1306, 1253, 1179, 1051, 958,
878, 835. 'H NMR (CDCl3): & 1.13 (t, J=7.2 Hz, 3H), 2.72 (g, J=7.2 Hz, 2H), 3.83 (s, 3H), 3.96(s,

3H), 6.89 (d, J=9.0 Hz, 2H), 7.57(d, J=9.0 Hz, 2H). Anal. Calcd. for C1;H15NO,: C, 68.37; H, 7.82;
N, 7.25. Found: C, 68.18; H, 7.78; N, 7.20.

1-(4-M ethoxyphenyl)butan-1-one O-methyl oxime, colourless oil, 80% yield. IR (neat, cm™): v
3045, 2961, 2935, 2899, 2873, 2837, 2816, 1611, 1567, 1514, 1464, 1303, 1251, 1178, 1052, 907,
888, 834. *H NMR (CDCly): & 0.97 (t, J=7.2 Hz, 3H), 1.56 (m, J=7.2 Hz, 2H), 2.70 (m, J=7.2 Hz,
2H), 3.82 (s, 3H), 3.96 (s, 3H), 6.89 (d, J=9.0 Hz, 2H), 7.59 (d, J=9.0 Hz, 2H). Anal. Calcd. for
Ci12H17NO,: C, 69.54; H, 8.27; N, 6.76. Found: C, 69.32; H, 8.24; N, 6.62.

Acetophenone O-methyl oxime, colourless oil, 90% yield. IR (neat, cm™): v 3057, 2933, 2854,
2817, 1611, 1496, 1463, 1444, 1369, 1052, 893, 760, 693. H NMR (CDCls): § 2.24 (s, 3H), 4.02 (s,
3H), 7.36-7.64 (m, 5H). Anal. Calcd. for CogH;3NO: C, 72.46; H, 7.43; N, 9.39. Found: C, 72.30; H,
7.38; N, 9.29.

Acetophenone O-benzyl oxime, colourless oil, 88% vyield. IR (neat, cm™): v 3061, 3031, 2926,
2872, 1608, 1496, 1449, 1367, 1311, 1021, 929, 880, 759, 695.'H NMR (CDCls): & 2.27 (s, 3H),
5.24 (s, 2H), 7.30-7.65 (m, 10H). Anal. Calcd. for C1sH1sNO: C, 79.97; H, 6.71; N, 6.22. Found: C,
79.78; H, 6.65; N, 6.12.

Pr opiophenone O-methyl oxime, colourless oil, 89%. IR (neat, cm™): v 3059, 2973, 2938, 2899,
2879, 2817, 1690, 1597, 1496, 1463, 1342, 1220, 1051, 957, 879, 768, 694. 'H NMR (CDCls): &
1.13 (t, J=7.2 Hz, 3H), 2.75 (g, J=7.2 Hz, 2H), 3.98 (s, 3H), 7.34-7.64 (m, 5H). Anal. Calcd. for
CioH13NO: C, 73.59; H, 8.03; N, 8.58. Found: C, 73.32; H, 7.93; N, 8.48.

Propiophenone O-benzyl oxime, colourless ail, 84% yield. IR (neat, cm™): v 3060, 3031, 2974,
2936, 2876, 1606, 1571, 1496, 1453, 1366, 1306, 1022, 959, 873, 768, 740, 695. ‘H NMR (CDCl>):
8 1.14 (t, J=7.5 Hz, 3H), 2.79 (q, J=7.5 Hz, 2H), 5.23 (s, 2H), 7.28-7.64 (m, 10H). Anal. Calcd. for
CisH17NO: C, 80.30; H, 7.16; N, 5.85. Found: C, 80.08; H, 7.12, N, 5.68.



Propiophenone O-n-butyl oxime, colourless oil, 82% yield. IR (neat, cm™): v 3059, 2960, 2935,
2874, 1497, 1464, 1376, 1071, 1031, 965, 916, 886, 768, 694. 'H NMR (CDCl3): 6 0.96 (t, J=7.2 Hz,
3H), 1.14 (t, J=7.5 Hz, 3H), 1.44 (m, J=7.5 Hz, 2H), 1.71 (m, J=7.5 Hz, 2H), 2.75(m, J=7.5 Hz, 2H),
4.18 (t, J=6.6 Hz, 2H). Anal. Calcd. for C,13H19NO: C, 76.06, H, 9.33, N, 6.82. Found: C, 75.84; H,
9.18; N, 6.75.

1-(4-Nitr ophenyl)ethanone O-methyl oxime, light brown solid, 81% yield, mp 108-109 °C (lit.*
mp 110-112 °C). IR (KBr, cm™): v 3109, 3055, 3007, 2975, 2941, 2823, 1616, 1599, 1585, 1513,
1346, 1052, 904, 854, 752, 690. *H NMR (CDCl3): § 2.26 (s, 3H), 4.05 (s, 3H), 7.82 (d, J=8.7 Hz, 2H),
8.22 (d, J=8.7 Hz, 2H). Anal. Calcd. for CgH10N2O3: C, 55.67; H, 5.19; N, 14.43. Found: C, 55.45; H,
5.16; N, 14.28.

1-(4-Nitr ophenyl)ethanone O-benzyl oxime, light yellow solid, 78% yield, mp 79-80 °C. IR
(KBr, cm™): v 3086, 3053, 3031, 2948, 2883, 1596, 1581, 1515, 1344, 1020, 942, 854, 753, 699, 637.
'H NMR (CDCl3): § 2.30 (s, 3H), 5.28 (s, 2H), 7.33-7.41 (m, 5H), 7.82 (d, J=9.0 Hz, 2H), 8.21 (d,
J=9.0 Hz, 2H). Anal. Calcd. for C1sH14N2Os: C, 66.66; H, 5.22; N, 10.36. Found: C, 66.42; H, 5.15;
N, 10.22.

1-(4-Nitr ophenyl)ethanone O-n-butyl oxime, light brown ail, 75% yield. IR (neat, cm™): v 3081,
2960, 2934, 2873, 1958, 1584, 1519, 1461, 1346, 1112, 1066, 1031, 938, 906, 855, 775, 753, 693.
'H NMR (CDCl3): § 0.97 (t, J=7.2 Hz, 3H), 1.42 (m, J=7.2 Hz, 2H), 1.73 (m, J=7.2 Hz, 2H), 2.26 (s,
3H), 4.25 (t, J=7.2 Hz, 2H), 7.82 (d, J=9.0 Hz, 2H), 8.21 (d, J= 9.0 Hz, 2H). Ana. Calcd. for
C12H16N203: C, 61.00; H, 6.83; N, 11.86. Found: C, 60.82; H, 6.58; N, 11.72.

References:
1 Ingersall, A. W. Organic Syntheses, 1943, Coll. Val. 2, 503.
2 (@ Coustard, J. M.; Jacquesy, J. C.; Violeau, B. Tetrahedron Lett. 1992, 33, 8085. (b) Smith,

J. H.; Kaiser, E. T. J. Org. Chem.1974, 39, 729.
3 Uno, T.; Gong, B.; Schultz, P. G. J. Am. Chem. Soc.1994, 116, 1145.

4 Johnson, J. E.; Silk, N. M.; Arfan, M. J. Org. Chem.1982, 47, 1958.



| — s
R e e Py
2 2 i [

_OH
QX

S7

.....

&8

| | | | | | | | |
g =8 8 R 3 B Q 3] | Q

W@ FNCE-=X




AV C @ SN Td= X

......







i~ 00Kt
0O Ot
[ToloZp ToTo)
[291sTele}

OO O

<F-C000—

ppm

S10

~OH




oo
o o~
0000
[llelp o)
[oks o)
YO0
00O
OO
[Py
00NN
OO
OO
OO
00 CONNKO—
I
o
,
L
<+-oa~-oaN
LO-00aMOoN
oMo
NOLoM
-anam
<o

R L O A L A I AU U
8 8 8 8 R R 8 8 B 8

AW C@ ENCT— 8

5

.....

S11



—

~ooX0
LR
[SYeTe-)
oD
MO0
O+
O
O
A0

R

! ! '
Wavenurrbers (cm1)

T -1
ppm

o

S12



[N
©o0
SHONCE morto-
=
I~
ONNNH
SULZASPIONY
NOXOM—
SN S
OO
L0 0c) KO
OO

_______________________________________________________________ g
8 8 8 8 R R B8 8 B 8 ¥ ¢

W@~ FnC X

el

S13






[2

S15



Wavenurrbers (cm1)

. e

S16



Wavenurrbers (cn1)

AL C@E HNC =X

S17




0 MOoX0
OCosi~ 0O~
LO oM
g
Nano-
<-<t00—++
oo
00000
AR
5 T 21 j——
N-OYO<H
Lo
<o
oo aa
w ..... r
T —
§ ;
L E L
—0
\ -
>—
H
—
<O
DI bo
NNoN
5
Looloe i)
Q
>—
HRNm

L
A — i
_______________________________________________________ g e .
8 8 B 8 R R 8 8 8 B8 Lo

A C@e ENC M=

S18




233

AL C@E HNC =X

—r
rpm

S19




O MoXo
[Tol o
<0000 OO
[\ITele )]
00-CMO—
N0
00-L00M—
OO
<@~
OO
[felea ]
hW
z
INU
Q000N Mo
000anC [2lelves]
T | [rivpg | [roveprenng |
8 R R 8 B 8 ¢ ¢ 8 8 Q& K

Wavenurrbers (cm1)

S20



oo
— O~
NN~
©oumo
I~ 0000
LI\l ot
[ecseyl
OO+
NP0
O«OsteH
L0000
<O
OO
OO
e

Wavenurrbers (cm1)

nnnnn

S21



OO

J

-

PpR

S22



e IOt
[ TN
ﬂ,H[ TN~
oML
OO
L0000
SYeyet m
o000
<H<OtoH
[een]
00Ot
— OO
<+-OxOH
PO
o
o 5
o
<
> -8
\\Nww
z
x
(e}
QYN
g
COTLON

T

anEr

)
o
L]
]
]
t
1
[
1]
t
1
—
uuuuu i,
----- Tﬂ|lh
"
w
=
~
-
L
[ 12 0 S
— o
T
LE2 3 T
r
r
]

S23



0oy |
oo m |
oo™ [
m P . T
PR
[~ -
p— | —— i
= |
[ITH = T
]
WO, }
iy
m _ i
r o
£
S
R -
3
ey - e i
T LN 8EE —
.:.._UTHH..IH TR —
IR
vm I TR —
W
N
I
N\MMV
. N
H\MMV
P4
b
9 -
ey
[1198]
eRETE—

o

8
S24

T
1ze

180 160




f

Ll 1o}

[olels
MO~ I
= H m TR
jelyeo)
s — ¥ N
00N
< LIl e J
00O ! P e T ——
e -
oeon _ _ [ —
-1
.“ﬁ”n T _
LT el | i —
T WA — —
_ e e
|
m 3 |
£
S
z [
zZ w | ]
g |
‘-L.n.l. —.
Ly - A,
o e
pw e —"
NN
OO
© m EwE arn
—HNOM
O—00M n
N
T
=00\ 2
<0001 | _
- N
T
zZ
L1 s, W —
(] — ———
8 g R 8 8 )

WCB FnC @ X

S25



AWCE FNCa=X.

Wavenurrbers (cm1)

CLERL S

U TR b
1 R S —

¥R

RS L ——
TER L

i —

ppm

L 110 1]
PO el
R EL T -
Vi y
__.nvuhnL_J
sEECREL ——
k1. b
B =

..pp‘

- T
128 108 L1 Ed ap 0

T
14p

e e R Ll LA A I s e |
180

180

T
b4 1]

S26



wess Fnca-

<onn
0000
0=
non
NI m
000+
NN
DOINH
o N0t
N
OO
SO
TIO o
. :
z
o—
O
NaooN m
0N
O
Py ij::?j:{:?;::?j:j:?m
RREBBEBYIHBBHR

Wavenurbers (cm1)

e

i

51 —

NH,

LLLE

e

e

— )

- B
i ppm

E
a
a2
L=
o
e L
[o
L=
166705 [
855!
e
@
6eaL
TEEEF -
sz @
L3
—
-
BEE'ETT

o
o
-

18921 ——
=
[FA8 1) S it
I -
-

N

I

z
=
L]
-

O‘

zoe

S27



0OH

NN
O

WCEFNC TS

Wavenurrbers 1)

pps

NH,

L o

TrETeTrTT
ppa

L R — B —

L1 L L

THT£d

.-r..nn.nnm..-.p—

Y —

NH,

ERTRED

ELLE 1]

T
1ap

e
i8e

z00

Zn

T
160

S28



oo

[9loa)

DDA

W@ e =S

'
2000

Wavenurbers @©m1)

z8

7

NH;

EKEWE

LR

iy ——
LU et
[
LN
LI 5
n._...__-l.-
EEEETT
IFFIT
LU
LI ET
o~
I
=z
o—

T
iw

T
&0 40

PR e T T
160 148 iz

T
188

T
zo09

S29



Sample  Sasple  Int Std  Scale  Wr. Vial  Inject
Type Name  Amount  Amount Factor  Inj MNr. Wol ul

Unk 30135849 Loodoe 1/1 (from File)

Feak fetention  Component  Concentration Mormalized Peak Peal  Hase

Respanse Rsl. Ret Area  Height

Hember  Time LETH] o) (oL Concentration  Area Height  Code  Factor Time  Percent Parcent
1 0.326 0.0000 0,000 0.02715  0.0004%  BCY 0.0000  0.0000 0.0 0,09
s 0.397 2. 0000 0.000  0.00232  0.00058  wCe 0.0000  0.0000 0.0 0.115
P 3 2667 0.0000 0000 1332650 0.20420 BCB 0.0000 0.0000 16.740 40,845
LI A 4 0.0000 0.000  0.29265  0.00115  BNS 00000 0.0000 0.387 0.230
5 4,205 0.0000 0009 083721 0.00258 5B 0.0000 0.0000 1,052 0.505
& 5.5 0.0000 0.000 322078 005237 BCE  0.0000 0.0000 40.47T8 30.47%
7 4,390 0.0000 0.000 32.B9188  0.13856  BCB 0.0000  0.0000 41317 2.7
TOTALS 0.0000 0.000  79.60857  0.49993 100,008 100,000
Avarage Efficiency: 0
Absorbance
0.0000 0.1000 0. 2000
0.00 i |
! _[ " T 1 1 | 1 I | i |
g . 2.61
192
] | I )
: = 559
ﬂ e
5 6.39
=
10.00 ] }
I
13.40 ‘l_L* T T T T T T T T T T T 1
0.0000 0.1000 b anbn

HPLC chromatogram for acetylated derivative of racemic 1-(4-methoxyphenyl)butylamine
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Sample  Sample  Int Std  Scale Nr. Vial  Inject
Type Hame fmount  Amount Factor Inj Wr. Vol ul

Unk 30134818 100000 1/1 (from File)
Peak Retention  Component  Concentration Wormalized Peak Peak  Base FResponse Rel. Ret Area  Height
Humber  Tina Nane ng [ aL  Concentralion  Area Height  Code  Factor Time Percent Percent
) 1 e 2.0000 0.000  0.13140 000085  BCE  0.0000 0.0000 0.183 0217
@ 2 245 0.0000 0.000 1100355  0.10813  BCE  0.0000 0.0000 15.355 27.7M
e 3 1.8 0.0000 0,000 313311 Q.04112  BCA 0.0000  0.0000 4,372 10.54
] 5.528 0.0000 0.000  3.53419 001497  BCE 0.0000 0.0000 4.931 1.83
3 6,301 0.0000 0.000 SI.BEYM Q.72 BCE 0.0000 00000 75.161 37.478
TOTALS 0.0000 0.000 716715 0.39000 100.000 100,000

mverage Efficiency: 0

Absorbance
0.1000 0. 2000
0.00 I 1 [ | 1 I 1 | | ] |
|
2.63; .82
1 6.30
8.1 r ] I ] | [ T T T ] J T T 1
0.0000 0.1000 0. 2000
Absorbance

HPLC chramatogram for acetylated derivative of (S)-1-(4-methoxyphenyl)butylamine obtained from
the reduction of O-methyl 4-methoxyphenyl propyl ketoxime
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Sample  Sample  Int S5td  Scale Wr. ¥ial  Inject
Type Hame fimount  Amount Factor  Inj  Mr.  ¥ol ul

Unk 30131218 10000 171 (from Fils)
Peak Retention  Compoment  Concentration Worealized Paak Peak Base Response Rel. Ret Area  Height
Number  Tims Nane o9 /ol Concentration  Area height Code  Factor Time Percent Percent
'] 1 2,675 0.0000 0.000 42.58852 0.59471 BCR 0.0000 0.0000 [8.527 42.%40
7 5.721 0.0000 0.000 9632253 041483 s8R 0.0000 0.0000 41.804 30.568
8 3 1.217 0. 0000 0.000 9140274 0.36481 BLS 0.0000 0.0000 39.669 26.352
TOTALS 0.0000 0.000 230.4137%  1.384M 100 600 108 0ed
fAverage Efficiency: 0
Absorbance
0.0000 0.2000 0. 4000 0. 6000
0.00 i | | | | i I I 1 I 1 | |
I
2.47
. 5.12
: = .22
8.29 | T T T T T T T T T T T I 1
0. 0000 0.2000 0.4000 0. 6000
Absorbance

HPLC Chromatogram for acetylated derivative of racemic 1-(4-methoxyphenyl)propylamine
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Sample  Sample  Int Std  Scale Rr. Vil  Inject
Typa Mame  fmount  Amount Factor  Inj  Wr.  Wal ol

Uk 30141857 Looodo 1 /1 (from File)

Peak Retaation  Componant  Concentration Worwalired Paak Prgk Base Response Rel. Rmt Area  Meight

Iuhr Im lm A 8 /ol Concentration  dres Beight Code  Factor T Parcent Percent
n 1 Ll‘” ri ..‘.--A;_ﬁ; .--.--,.a.;?m; _-:;;E‘:; :;:;.‘::::: SEEEID IEEEizzumm -+ H H-H -
i H f L0672 BB 0.0000 00000 10,163 25,901

i ;g: 0.0000 0000 057727 0.0009% pce 0.0000 00000 1095 0.773

¥ ai.m 0. 0080 0.000  2.6310%  0.00%87  mce 0.0000 0.0000 4391 1.81%
A O Mm ________ um BLISOBL 017905 BB 0.0000  0.5000 83.75 £9.513
TOTALS 0.0000 0.000  52.71697  0.257%7 SRR e l‘i.jlﬂ:;ﬂ# 1;{;;

Absorbance
0. 0000 0. 1060 0.2000
0.00 1 | j_ I I 1 L | i i A | i [ ]
2.4z
7 LN ;)
5.2
b.82
S
1.48 T ] T T T T ] T T T T I T 1
0.0000 0. 1000 0.2000
Absorbance

HPLC Chromatogram for acetylated derivative of (S)-1-(4-methoxyphenyl)propylamine obtained
from the reduction of O-methyl 4-methoxyphenyl ethyl ketoxime
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Sample  Sample  Int Std  Scale Ar. vial  Inject
Typs = Hama Amgant  Asount Factor  Inj  Wr. VYol ul

Unk 30123259 1.00000 1)1 [from File)

Peak Retention  Component  Concentration Mormalized Peak Peak  Base Mesponse Rel. Reb Arsx  Meight

Nusber  Time Hamn 8y [ aL  Concentration  Area Height  Code  Factor Tise  Percent Parcent
1 0.5 0.0000 0.000  0.05639  0.00015 BCE  0.0000 0.0000 0.0013 9.004
Pz 257 0.0000 0.000 B3.13570  L.11407  BCH  0.0000 0.0000 1B.541 45.0%
I 4.8 0.6000 0.000  2.58745  0.00826 BCE 0,000 0.0000 0.590 .33
] 4.940 0.0000 6,000 L.24920  0.007T12  BCH 0.0000 0.0000 0.785 0.289
5 5,888 0.0000 0.000 176.97403  0.70081  BCE 0.0000 0.0000 40.321 26.347
T 6 7.0% 0.0000 0.000 174.90218  0.63985  BCE  0.0000 0.0000 39,850 25.900
TOTALS B 0.0000 0.000 43690494 247047 100.000 109.000

wverage Efficiancy: ¢

Absorbance
0.0000 0.5000 10000
0.00 i [ i | | I I I i | I |
1__ .5
H 2.57
T 410
9
ﬂ_E 5.69
H = 1.15
1
8.7 | T T T T I T T T T T T 1
0. 0000 .5000 1.0000
Absorbance

HPLC chromatogram for acetylated derivative of racemic 1-(4-methoxyphenyl)ethylamine
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Sample  Sample  Imb Std  Scale Mr. Wial  Inject
Typa Hame hmoust  Amount Factor  OInj  Wr.  Wol ul
Uk 30125300 100000 1/1 (fron File)
Peak fmtention  Component  Concentrabion Normalized Prak Peak  Base Response Rel. Ret Arex  Height
Wusber  Time Hane wg / oL Comcentration  Area height Code  Facter Time  Percent Percant
1 0.257 0.0000 0.000 0.00601 0. 00048 BCR 0.0000 0.0000 0.003 0.05%
'] 2 2,675 0. 0000 0.000 1.52024 0.10097 BCa 0.0000 0.0000 3.937 14.266
i3 6.107 {0, 0000 0.000  B.A0447  0.03815  BCR 0.0000 00000 4.528 4,648
[ 1.442 0.0000 0.000 1T0.00063  0.53027 ECB 0.0000 0.0000 91.432 BL.027
TOTHLS 0. 0000 0.000 185.93235 077764 100,000 100,000
Average Efficiency: 0
Absorbance
0.0000 0.2000 0.4000 0.4000
000 | i | I | 1 i 1 | 1q i i | i
726
) 2.61
1.4
] | I T | I ] I | 1 2
0.2000 0, 4000 0. 6000
Abszorbance ’

HPLC chromatogram for acetylated derivative of (S)-1-

(4-methoxyphenyl)ethylamine obtained from

the reduction of O-methyl 4-methoxyphenyl methyl ketoxime
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)
SAMPLE TABLE none
SYSTEN 1: SYSTEMI .
Chart Spesd 0.50 ca/min
Sample  Sample  Int Std  Scale Nr. Wial  Inject
Type Name fmgunt  Rmount Factor  Inj  Mr.  W¥ol ul
Ul 42091033 Looso0 1/ 1 (from Fils)
peak Retention  Componsnt  Concentration Mormalized Peak Peak  Base Response Rel. Ret
Nuwbar  Tims Hane 5y / oL Concentration  Area Hpight  Code  Factor Time
5""1 ‘“1-;:5; ---------- 0.0000 0.000 30.00008  0.01430%  BCE 0.0000 0.0000
[ I 4.677 0. 0000 0.000 30.468%  0.13715  BCE 0.0000  0.0000
;a‘;;L; --------- 0.0000 0.000 6047004  0.20025
Average Efficiency: 0
Absorbance
0.0000 0.1000 0. 2000 0. 3000 0.4000 0.5000
0.00 TR T I D T T (O
L
—T—
.M
————— 468
Lﬁ||F1l||Ir1|:|1T|II|lF111:|
0,0000 0. 1000 0., 2000 0, 3000 . 4000 0.5000
Absorbance

HPLC chromatogram for acetylated derivative of racemic 1-phenylethylamine
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frea  Height
Parcent Percent

49,613 51.040
50.387 48.940

100,000 100.000



Sample  Sample Int Std  Scale  Wr. Vial  Inject
Type  Mame  Mmount  Amownt  Factor Inj Nr. Vol ol

EEmmE sssse = sETEEaEE  SASEESSES sSSsssaas  SSess  SSSSSsS  aEssmme

Unk 02095313 100000 1/1 (fron File)

Peak FRetention  Cosponent  Concentration Mormalized Peak Peak  Bass Response Rel. Ret Area  Height

Wunber  Time Namg o [ ol Concemtration  Area Weight  Code  Factor  Tims  Percest Percent
i 1 2.5 0.0000 0.000 13361227  1.4B282  BCR 0.0000 00000 #4245 &5.277
) L1n 0.0000 0.000 947855 004745 BCR 0.0000 00000 3139 .17
1 4,857 0.0000 0.000 15856706  0.60%97  BCS 0.0000 0.0000 52.506 28.497
i 6,033 0. 0000 0.000 033713 0.00019  SMB 0.0000 0.0000 0,117 0.009
TOTALS 0, 0000 0.000 3001.99302  2.14043 100,000 100,000

fverage Efficiency: 0

Absorbance
0.0000 0. 5000 1.0000 1.5000
L | [ R Tt M [ N N T A L N YOO O R
|
{
"J-_-E" LT
e 4.8
.L.E 6.03
660 | T T T T T T T T T | T T T T I 1
0.0000 0. 5000 10400 1.5000
Absorbance

HPLC chromatogram for acetylated derivative of (S)-1-phenylethylamine obtained from the
reduction of O-benzyl acetophenoneoxime
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Sample  Sample  Int Std  Scale Nr. WVial  Inject
Type Mame Asount  Amount Factor  Inj  Hr.  Wol ul

Unk 02093929 Looogs 1)1 (from File)
Peak Retention  Component  Concentration Hormalized Peak Peak Baze FResponse Rel. Ret Area Height
Number  Time Kame #g / ol Concentration  Area Height Code  Factor Tisa  Percent Percent
1 0. 348 0.0000 0.000  0.04333 BCE 0.0000 0.0000 0.043 0.04
B2 2,458 0.0000 0.000  5.27T0& BC 0.0000  0.0000 5.234 14.282
e 3 2.642 0. 0000 0000  3.2865% BCB 0.0000 0.0000 3.260 6.940
| .14 0.0000 0.000 5.43755 ECR 00000 0.0000 5.393  5.087
5 4,839 0.0000 0.000 B5.77912 BCY 0.0000 0.0000 B&.070 73.545
TOTALS 0.0000 0.000 100.B2155 100,000 100.000
fverage Efficiency: @
Absorbance
0.1000 0.2000 0.3000
Y (RS Y uni BCRficd | it TRRR PO SR Y] LT MrarEl e
246 2.84
4.84
I || ] ] ] I T T I ] | | 1
0. 10060 0. 2000 0.3000
Abzorbance

HPLC chromatogram for acetylated derivative of (S)-1-phenylethylamine obtained from the
reduction of O-methyl acetophenoneoxime
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Suple  Sample  Int 5td  Scale Wr. V¥ial  Inject
Type  WName  Hsount  Amdunt Factor  Inj Wr.  Wol ul

sessss ssEEEsEs  EEEEwe=— - mEmmmmms mmme- —————

Unk 01173143 Looooe 141 [from File)

Peak Retention  Component  Concentration Mormalized Paak Peak  Base Mesponse Rel. Ret Area Height

Mumbar  Time Hine 0 [ ol Comcentration  Area Height Code  Factor Tise Percent Percent
i -] 0,566 0.0000 0.000 003076 0.000%2 BCB 0.0000 0.0000 0.02% 0.175
? 3.871 0. 0000 0.000 50.83171 0.26368 BCE 00000 0.0000 4B.456 50.216
3 {638 0. 0000 0.000 5312435  0.15BM ECR 0.0000 0.0000 S0.642 49.182
i 5.6 0.0000 0.000  0.48372  0.00137  BCE 0.0000 0.0000 0.461 0.262
3 5419 0.0000 0.000 0. 43204 0.00087 BB 0.0000 0.0000 0.412 0.145
E’T;E --------- 0.0000 0.000 104.50258 0. 52508 100.000 106000

0.2000 0.3000 0.4000
.00 | [ (1o L] (RS (SN U] LG o RO, Y o GO () [ |

I e )

e 4.6

|
7.18 T ] T T T ! | T B T T ] T T T T | 1
0. 2000 0, 3000 0.4000
aAbsorbance

HPLC chromatogram for acetylated derivative of racemic 1-phenylpropylamine
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Sample  Sample  Int Std  Scale Nr. vial  Inject
Type Kame  fmount  Amount Factor  Inj Hr. Yol ul

Unk 01173941 100000 1/1 (trom File)

Peak Rstemtion  Component  Concentration Mormalized Peak Peak Base Respomse Rel. Ret Area Height

Nember Time Name #g /ol Concentration  Area feight Code  Factor Tims  Percent Percent
1 0.230 0.0000 0,000  0.035&8  0.0005F  BCY 0.0000 00000 0035 0,108
z 0.343 0.0000 0.000 004748 000047 VB 0.0000 0,0000 0,046 0,000
3 3.938 0.0000 R.000  10.035312  0.05131 BCB 0.0000 0.0000 9.720 10.38%
4 4,672 0.0000 0,000  92.56631  0.43991  BCB 0.0000 0.0000 B9.664 B9.044
5 6,149 0.0000 0.000  0.55084  0.00179  BCR 0.0000 0.0000 0535 0.362

T0TALS 0.0000 0,000 103.23643  0.49403 100.000 100.000

fverage Efficiency: 0

Absorbance
0.0000 0. 1000 0. 2000 0. 3000 . 4000
(2 Y SN NN NN [N NN (NN NN NN NN (RN AN SN NN (N SN (NS N T N N N N
-[:__ T LN
_i_ 3.94
e
- 467
—ﬁ 6.15
?.03 T | T T T T [ T T T T '| T T T T '|' T T T T [ 1
4.0000 0. 1000 0.2000 0. 3000 ., 4000
Absorbance

HPLC chromatogram for acetylated derivative of (S)-1-phenylpropylamine obtained from the
reduction of O-n-butyl propionylphenone oxime
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Sample  Sample  Int Std  Scale Kr. ¥ial  Inject
Type Hane Amount  Amount Factor  Inj  Wr. Vol ul

Uak 01174728 100000 1 /1 (from File)

Peak Retention  Compoment  Concentration Norsalized Pask Peak Base FResponse Rel. Ret Area  Height

Wusber  Time Hane wj / oL Concentration  Area Beight Code  Factor Time Percent Percent
1 3.852 0.0000 0.000 I5.79762  0.08247  BCB 0.0000 0.0000 9.560 1D.H;
7 452 0.0000 0.000 148.89305  0.67392  BCS  0.0000 0.0000 90.104 E89.052
I sz 0.0000 0.000  O.5546%  0.00039  SKB 0.0000  0.0000 0.336 0,051

TOTALS 0.0000 0.000 165.24537 0,75678 100,000 I&&:éﬂg

Average Efficiency: 0

Absorbance
0.0000 0.2000 0. 4000 0., 6000 0.8000
0.00 I{ I ] I ] 1 1 i ] 1 ! 1 | I I I l ]
—'{—'_-—___.__.. 1.83
1 —£
: .54
—F 5.4
£.52 | T T T | T T T T T T T I oy T I 1
0.0000 0.2000 0. 4000 06000 0.8000
Absorbance

HPLC chromatogram for acetylated derivative of (S)-1-phenylpropylamine obtained from the
reduction of O-benzyl propionylphenone oxime
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Sample  Sample  Int Std  Scale Wr. Vial Inject
Type  WName  Amount  émownt  Facter  Inj  Wr. Vol ul

Unk 29140500 100000 1/1 (from File)

Peak Retention  Cospoment  Concemtration Mormalized Peak Peak  Base FResponse Rel. Met Area  Height

Numbar  Time LT ag /ol Concentration  Frea Keight Code  Factor  Tiee  Percent Percent
- 1 642 0.0000 0.000  0.00721  0.00035  BCE  0.0000 0.0000 0.008 0.026
e 2 3.658 0.0000 0,000 102.55048  0.B2ET1  BL3 0.0000 0.0000 50.037 61.473
] 4067 0.0000 0.000  O.80411 000067  SKE 0.0000 0.0000 0.393 0.050
] i.721 0.0000 0,000  0.004%F  0.0001001  BCR 0.0000 0.0000 0.09% 0.073
5 5,414 0.0000 0.000 100.46783  0.51425  BCB 0.0000 0.0000 49.020 38.23%
] 5.B&S 0.0000 0.000 0.91400 000184  BCB 00000 00000 0446 0.137
TATALS 0.0000 0.000 204,95057 1. 34483 100,000 100.000
Average Efficiency: 0
Absorbance
; . 00040 0.5000 1.0000
0.00 | L
5 4k | ] | | 1 1 =3 =
11
_||n
¢ 168
. 607
EF .12
e 5.41
6.87
9.00 [ T T T T T T T T T I 1
0. 6000 0.5000 1.0600

absorbance

HPLC chromatogram for acetylated derivative of racemic 1-(4-nitrophenyl)ethylamine
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Saaple  Sasple  Int Std  Scale Ne. Wial  Inject
Type  Mame  Awount  Amount Factor Inj MWr. Yol ul

Unk 29041445 100000 11 {from Fils)

peak Retantion  Component  Concentration MWormalized Peak Paak Base FResponse Rel. Aet Area  Medght

Number  Tins Hane ag /oL Concentration  Mrea Keight Cods  Factor  Time Percent Percent
1 0.335 0.0000 0.000  0.00239  0.00008 BCE 0.0000 0.0000 0,006 0.038

P 2 lam 0.0000 0.000  0.80780  0.00544 BCE  0.0000 0.0006 1.B93 2.580
3 5.255 0.0000 0.000 40.72330  0.2092%  BCS 0.0000  0.0000 96,028 97.300
4 5.925 0.0000 0,000 0.87901  0.00028  SMB 0.0000 0.0000 2.073 0.132

TOTALS 0. 0000 0.000  42.40750 0. 21510 100,000 100.000

fverage Efficiency: 0

Absorbance
00000 0. 1000 0.2000 0. 3000
0.00 AR | IR Y Y Y. QN RN [T (N RN NN MR R ]
T U5
.G
T 5.25
5.9
.0 T I T T T T T T T T T T T T T T T 1
0. 0000 0. 1000 0. 2000 0.3000
Absorbance

HPLC chromatogram for acetylated derivative of (S)-1-(4-nitrophenyl)ethylamine obtained from the
reduction of O-methyl 4-nitrophenyl methyl ketoxime
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Sample  Sample  Int 5td  Scale  Wr.  Vial  Inject
Type Hama fmount  Amount Factor Inj Wr. ¥ol ul

Unk 29142348 Lodon 1 /1 (from File)

peak Retemtion  Compoment  Comcentration Mormalized Paik Peak Base  Response nal: fist Area Height

Humber  Time Hame ag / ol Concentration  Area Height Code  Factor Time Percent Percent

---- | um T 0.0000 0000  0.04144  0.00056  BCH 0.0000 0.0000 0.013 0.041

'] ? 1475 0.0000 0.000  14.45683 0. 11348 it 0.0000 0.0000 S5.171 6.258
5 5,276 0.0000 0.000 264.63403  1.26002  BCS 0.0000 0.0000 S4.666 91.691
i &.400 0.0000 0. 000 0. 41335 0.00014  SHE 0.0000 0.0000 O0.148 Q.00

mms ------------------------- 0.0000 0.000 27954546 137420 100.000 100,000

Absorbance
0.0000 0.5000 1.0000 1.5000
0.00 | [ N I 1 | | | | 1 | | |
= L
J?_ 3.47
& = 5.26
—
= £.40
8.1 T T T T | T T T I | I | ! T | 1
0. 0000 0, 5000 1.0000 1.5000
Absorbance

HPLC chromatogram for acetylated derivative of (S)-1-(4-nitrophenyl)ethylamine obtained from the
reduction of O-benzyl 4-nitrophenyl methyl ketoxime
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(-)

Sanple  Sample  Int Std  Scale Wr. Wial  Inject
Type Nano Amount  Ascunt Factor  Inj Wr.  ¥ol ul

Unk 30092753 100000 1/[1 [from File)
Peak Retention  Cosponemt  Concentration Mormalized Paak Paak Base Response Rsl. Ret Area  Height
Numbar  Tise Nase ag /ol Concentration  Area Height Code  Factor Tima Percent Percent
mEmmss ==rodoSIS SSSamERTEEIIEII ZISIZISZISISS. SREEIIEIIEEIIT srroeripe SernnooTT S¥EoIC SIISESIEES ERIImEED ZI:asss siEcais
| 2.458 0.0000 0.000 2100708  0.26740 BCE 0.0000 0.0000 50.62% 75.172
e 1 5549 0. 0000 0.000  2.39658  0.01148  BCB 0.0000 00000 5.774  3.228
3 4,259 0. 0000 0.000 088814  0.00418  BCS 0.0000 0.0000 2.140 L.173
4 4467 H 0. 0000 0.000  0.33718  0.00002  GKB 0.0000 0.0000 Q.82 0.006
5 5.515 0.0000 0.000 1643828  0.07067 BCS 0.0000  0.0000 39.595 20.147
[ £.175 . 0000 0.000 043607 0.00097 SkE 0.0000 0.0000 1.050 0272
TL‘ITﬂli ______________ 4.0000 0,000 41.51152  0.35872 100.000 100,000

fpverage Efficiency: 0

Absorbance
0.1000 0.2000
i 1 | 1 | I i | | 1 i
.46
5.52
T I 1 I T I ] | I T 1 1
0. 1000 0. 2000
fibsorbance

HPLC chromatogram for acetylated derivative of (S)-1-(4-nitrophenyl)ethylamine obtained from the
reduction of O-n-butyl 4-nitrophenyl methyl ketoxime
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