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738
720
719
718
717
714
713

400 MHz, CDCl5 ,
CN ‘

MeO .y

406
405
404
403
402
401
393
172
171

:

Eg--.-

~22000

21000

20000

19000

18000

17000

16000

15000

~14000

~13000

12000

r11000

10000

9000

8000

~7000

~6000

5000

4000

3000

2000

1000

3.01%
0.98
X
0.97
0.9

1.00
3,07}
3.0

-0

1000

—2000

13 12 11 10 9 6
f1 (ppm)

158.25
105.79

101 MHz, CDClj
CN

MeO
2b

—55.49
~—31.40

—21.61

r11000

~10000

9000

~8000

7000

6000

~5000

4000

3000

2000

~1000

1000

200

170

140

T T
120 100
f1 (ppm)

T T T T T T T
210 190 180 160 150 130 110

T
-10
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7.88
7.86
7.86

7.85
7.84
784

-7.83
755
755
753

(753
\-7.52
751
-751
7.49
7.49
7.40
7.40
738
738
392

S EENPE
400 MHz, CDCl,4 \
CN |
( |
‘\
[
| ] |
2c
L J )
5 A7 )i
888 8
T o ~
13 12 11 10 9 8 7 6 3 2 0 -1 -2
f1 (ppm)
BIIFRBS3BRBG 2
==l |
101 MHz, CDCl3
CN
2c
1\ ‘
210 200 190 180 170 160 150 140 130 120 110 90 80 70 60 50 40 30 20 10 0 -10

100
1 (ppm)

S24

6500

6000

5500

5000

4500

4000

r3500

3000

2500

2000

1500

+1000

~500

—500

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

r-1000




776
774
774
771
736
735
734
733
7.20
720
7.18
717
7.14
7.13

400 MHz, CDCl, |
& |

MeO
2d

393
387

[Zbuuu

24000

22000

120000

18000

16000

14000

12000

10000

8000

6000

4000

2000

2,991

2,00

-0

2000

13 12 11 10 9 8 6
f1 (ppm)

158.24

~—105.83

101 MHz, CDClj;
CN

MeO
2d

"

& o 301+

23.78

—55.48

200

T T
110 100
f1 (ppm)

T T T T T T T T T
210 190 180 170 160 150 140 130 120

T
-10
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90000

80000
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60000

50000

40000

30000

20000

10000

0

=-10000



Wi —

16'€
16°€ >

ov'L
ov'L
bS'L
ss'z \.
08'z
8L
WL
€8'L
S8°L

€L
vT'L
sTL
8E'L
wm.mw

400 MHz, CDClj

CN

PivO

2e

—ST'6

00T

=01
2160
60

FS0°E

f1 (ppm)

4500

4000

3500

3000

~2500

2000

~1500

1000
~500
0

b4 ET—
we—

0Z'6E—

ELLN
ev.m:./
erzar
S1'9Z1
mn.ww—w
[4iread
E£821
«—.QN—M
@N.ﬁm—\

9T'EET

TEBPT—

8L —

101 MHz, CDCl,

CN

PivO

2e
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f1 (ppm)
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7.93
7.92
791
790
787
785
785
785
763
763
762

751
761

7,60

7,60

\7.60

759
759
758
757
757
756
755
754
7.49
7.47
7.47
7.45
4.11

400 MHz, CDCly (|
CN | I

2f

L
|
f

|

22000
21000
20000
19000
18000
17000
16000
~15000
14000
13000
12000
r11000
10000
9000
~8000
7000
6000
5000
4000
3000
2000

1000

1.92
2.83
0.98

p
vy
2.00-T

ro
1000

=-2000
T

@ - 0.99

13 12 11 10

e
S
w
S

6
f1 (ppm)

133.80
130.85
129.20
129.16
129.14
12717
127.15
12654
126.46
125.88
12558
12556
122.49
11778

i
|

101 MHz, CDClj;
CN

2f

21.76
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90000

80000
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~10000
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28000

26000

24000
-22000

20000

18000

16000

14000

12000

10000

+8000
-6000
F4000
+2000
H0

2000

30000

25000

20000

15000

10000

5000
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&
8L

0Ty
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1283
(333
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7%}
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€74
€00
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ST
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e
L@
6L
(123
TE¢
TE¢
TEY
EE¢
£E¢
W
9L
e
we
8be
8be
8b¢
6b
5S¢
SS¢
S5
5S¢
95
£5¢
£5¢
£5¢

400 MHz, CDCl;

CN

0
/

=IT'E

=001

F-66'0

BT
660
660

-2

6
f1 (ppm)

10

12

13

94—

8'50—

Z0p0r—
BETIT—

ELYIIENE
0ETZI~
SEELT—
16v21~"
9gzz1

8181 —
TS5 —

101 MHz, CDCl,

CN

o)

/

2h
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400 MHz, CDClj,
CN

-

2i

7.28
7.28
727
7.26
7.26
707
707
707
7.06
7.06
7.06
7.06
7.00
6.99
6.99
6.98

<

392
392

<

2.00 —

{30000

28000

{26000

24000

{22000

20000

18000

16000

14000

12000

10000

8000

6000

{4000

2000

0

13 12 11

101 MHz, CDClj,

10

6
f1 (ppm)

13105
/12748

12736
126,07
—11703

L

S

18.74

-2000

35000

30000

125000

20000

15000

10000

+-5000

T T T T
210 200 150 180

T
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T
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T
150

T
100
f1 (ppm)

T T T T
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4500

4000
3500
~3000
~2500
2000
1500
~1000
r500

0

1571
[4:3%

e
e
8bE
8b'E
6bE
6bE
05€
15€
15€
1433
£5E
£5E
bS'E
bS'E
v0'9
v0'9
509
90'9
80'9
80'9
609
(IR}
09
149
b9
59
£Te
8¢
8¢
67¢)
6T
0€¢]
o€
T
TEL
44
[
[
[
394
PEL
bEL
PEL
bEL
SE¢
9€¢
9E¢L
9E¢L
LE¢
£E¢
e
8E¢
8€¢
8€¢
GEL

CN

X

8a

BEL

400 MHz CDCl,

=

=10€

=2r'T

=p6'0

=960

=00's

7500

f1 (ppm)

12 11 10

13

061 —

9€'8Z—

€802~
62bal
25921
vzz
69821
eszer
coser”

7000
6500
6000
5500
5000
4500
{4000
3500
13000
12500
{2000
1500
1000
500

500

o

-10

10
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40

50

60

70

110 100 90 80
S30

f1 (ppm)
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200

NS
8a
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23000
22000
21000
20000
19000
18000
17000
16000
15000
14000
r13000
12000
11000
10000
1000
~-2000
40000

9000
8000
7000
~6000
5000
4000
3000
2000
~1000

0

+35000
+30000
+25000
+20000
+15000
+10000
+5000
-0

b1 PETT—

F=ore [ vese—

738 - —

801 w

8411 e
3 £0'9€

STf _— - 66T

e — —— g0
PEE

€6
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66

v99
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e sroat
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oy Foos EVETI~
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ozed 9e8zl—
oz d Lo vesar/
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2zt 26561~
e
e
vee F o
Ve
sze
9z¢
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e L
e
8z¢
8z¢
8¢
6L
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0E¢
0€¢
Tee
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zee

F9%'0 |- o

f1 (ppm)

60

10

CN

X
8b
1

400 MHz CDCly

-10

110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

120

170 160 150 140 130

CN

180

X

8b
190

200
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101 MHz CDClj3



731
731
730
729
729
7.28
7.28
727
7.26
7.26
7.25

725
723
722
722
721
721
7.20
7.19
7.19
7.19
-7.18
6.69
6.69

400 MHz CDCl,

CN
A

8c

6.68
6.65
6.65
6.64
6.01
6.00
599
597
596
595

323
3.22
321
321

&

35000

30000

25000

20000

+-15000

10000

~5000

ro

2.00=

101 MHz CDClj3

CN
X

8c

20.92

45000

40000

35000

30000

25000

20000

~15000

10000

~5000

ro

210 200 190 180 170

T
T T T
7 6 5
f1 (ppm)
g8
\/
|
T T T T T
120 110 0 80

100 9
f1 (ppm)
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6.74
6.74
6.73
6.70
6.70
6.69
6.05
6.03
6.02
6.01
5.99
5.98

|

400 MHz CDCly

CN

8d

3.29
329
3.28
328

&

S—

132

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

n ==
—_—

1.94
2.00

2,02«

9.03 =

0

2000

0.95 -1
o o 0993

f1 (ppm)

15166
13459
~133.05
12636
12580
11755
~115.97

101 MHz CDClj;

CN

8d

—34.79
~—31.40
20 .95

10000

{9000

8000

7000

{6000

5000

4000

13000

2000

1000

1000

140

210 200

180

T T
160 100 90 80

f1 (ppm)

T T T T T T
190 170 150 130 120 110
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400 MHz CDClg

CN

8e

01

00

99

97
3.29
3.29
3.28
327
296
294
292
290
289
287
285
126
124

|

28000

26000

24000

22000

20000

~18000

~16000

14000

12000

10000

8000

~6000

4000

~2000

2.00~,
1924
0.96 -
<4 0.97x
191 =
1.00
6.13 =

2000

149.41

101 MHz CDCljy

CN

iPr
8e

w
N

6
f1 (ppm)

13471
~133.45
12694
126.62
34.04

<

— 11755
~~115.85

| L

—24.03
—20.94

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

0

1000

210 200 190 180 170 160 150

T T T T T T T T T T T T

140 130 120 110 100 90 80 70 60 50 40 30
f1 (ppm)
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400 MHz CDClg

CN
A

MeO
8f

732
731

730
729
726
6.89

6.88
6.87
6.86

6.86

6.69
6.69
6.69
6.65
6.65
6.65
594
593
591
5.90
5.89
5.87
—3.82
3.28
3.28
327
3.26

&

1.01-T

3.00 —=
1,96 —=

159.87

101 MHz CDClj;

CN

MeO
8f

—134.25
128.60
127.85

£

6
f1 (ppm)

1,98 =
N s
1,001

11765
11450
11428
55.47
2091

<

32000

~30000

28000

26000

24000

22000

20000

18000

16000

~14000

12000

10000

8000

6000

r4000

2000

-0
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11000

10000

9000

8000

7000

{6000

5000

4000

3000

2000

1000

-0

{-1000

T T T T T T

210 200 190 180 170 160
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f1 (ppm)
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738
736
7.05
702

y
LS?S
§ !
{

6.71
6.71
6.05
6.03
6.02
6.01
599
598
3.30
3.30
3.29
3.28

400 MHz CDClg o |
CN
X

PivO
8g

P
=
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30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

~8000

~6000

4000

2000

9.02—

2000

<4 0993
191

6
f1 (ppm)

177.11
151.21
39.26

101 MHz CDClj3

CN
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8g

—27.27
—20.92

T T T T T T T T T T T T T T T T T T
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5000

4000
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~1000

-0

—1000



6.89
6.89
6.82

400 MHz CDCly

CN
A

8h

6.82
6.80
6.80

6.79
6.78
6.77

6.76

6.66
6.65
6.65
6.62
661

|

661
597
591
5.90
5.88
5.87
5.86
5.84
327
327
3.26
325

— &

g

1,93+,
1.00A
1,99 =

_~148.30
14794

101 MHz CDCljy

CN

8h

—134.40
—130.23

©

—~12153

—11751
—114.96

N 0.96+,
1.94
0.97

~108.54
~-105.80
—10137

T T T T T

6
f1 (ppm)
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{26000

24000
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10000

8000
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736
735
734
734
734
733
732
7.05
7.05
7.03
7.03
7.02
701

701
6.73
-6.72

6,69

669

\-b.GH
601
6.00
598
597
596
594
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J
?

400 MHz CDCl, | | ,

CN " [
A

8i
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0.92

A
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1.99 =
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733
733
732
732
731
730
730
729
729
728
728
727

400 MHz CDCl,

6.73

6.72
6.72
6.69
6.68
6.68
6.07
6.06
6.04
6.03
6.02
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3.30
329
3.29

&
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~13000
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CN
NS
Cl
8j
I 4
A
. , ; \ . —
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2091
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7.7
7
69
69
68
43
42
40
40
1
1
1
1
1
1

3.92

3.91

3.90

3.88

400 MHz CDCl, |

MeO I l

(x)-Naproxen (6)

COOH

Ja
\a

3.87

3963 ===

11.0 105 10.0 95 65 6.0 4.5

55 50 4.0
1 (ppm)

180.08
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MeO l I

(x)-Naproxen (6)
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B. HPLC Traces

: OPiv § N PDA Multi 1 254nm, 4nm)
1000 R
10® )
750-
1 1a
500
250
o- . l_
—_— — —
0.0 25 50 75 10.0 125
<Peak Table> -
DA Ch1 254nm
Peaks#| Ret. Time Area Height Conc. Unit Mark Name
1 3.989 4916653 1095155 0.000
2 4722 4900592 905795 0.000 M
Tota 9817245 2000950
b PDA Multi 1 254nm_ 4nm|
75 OPiv ¥
507 (S-(-)-1a
25+
‘ H
3 A
. —_— —_— —_— —_— —_—
0.0 25 50 75 10.0 12.5
min
<Peak Table>
DA Ch1 254nm
Pealk#| Ret. Time Area Height Conc. Unit Mark Name
1 3.991 16128 3621 0.000
2 4725 445756 83831 0.000
Tota 461885 87452
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o PDA Multi 1 254nm,4nm)|
. 5 g
1500- =
] OPiv [
] X
1000
7a
500-
. UL
1 L 1 T 1 1
0 1 2 3 < 5 8 7
min
<Peak Table>
DA Ch1 254nm
Pealz| Ret. Time Area Height Conc. Unit Mark Name
1 3.773 7419054 1734343 0.000
2 4.053 8041760 1390783 0.000 VM
Tota 15460813 3125126
2 PDA Multi 1 254nm,4nm)|
o
1000- QPiv
No A
(R)-(+)-7a
500
[==]
S
; L3
L DL L DAL DL L DL L DAL L LR DL AL DAL L DL B
0.0 05 1.0 1.5 20 25 2.0 3.5 40 45 50
min
<Peak Table>
DA Ch1 254nm
Pealkd#| Ret. Time Area Height Conc. Unit Mark Name
1 3.789 6702290 1232316 0.000 S
2 4078 26599 6575 0.000 T
Tota 6728889 1238891

542




PDAMug}i 1 254nm,4nm)|
| nf-'t
D D
1 CN
15004
: NS
1000-. 8a
5004
0 AN J \1 1
———— I —— ——
0 1 2 3 4 5 8 7
min
<Peak Table>
DA Ch1 254nm
Peak#| Ret. Time Area Height Conc. Unit Mark Name
1 6.341 14012425 1797642 0.000
2 6.628 14087161 1761732 0.000 VM
Tota 28099586 3559374
10004 PDA Multi 25320nm,4nm|
] .
CN
] NS
750
(S)-(+)-8a
500
250
g
-]
(5=}
0 .)\v'\. } L/\ 1
1 1
1 I 1 T 1 1 I L |
0 1 2 3 < 5 8 7
min
Pazk Tzble
DA ) 1000m
ezi= | Hat Time AL2z H=izat Conc Unit MEE R
1 5333 30733481 QA7ADD 0 000
2 §645 347171 51938 0000 VM
Totz 5370732 1012347

543



