15 1 31
12
4 20
1
10 9 9 790
17

15

25

1125004
16 11 25

21



0.1mg

100mg/g
5mg
5mg 10mg
15mg 25mg
50mg 100mg
4mg 8mg

2.5mg 5mg 10mg
100mg 200mg

10mg 20mg
smg 10mg
2.5mg 5mg 10mg
0.5mg 1mg
900mg/g

20ug 20ug 40ug



0.1mg

1 900mL 2
50 15 20mL
0.45u m 10mL
100
2 25mg 50mL
5 200mL
2mL 100mL 4mL
100mL
100up L
Ar As
15 70
Cy3H3:FOs %
= W-s x ﬂ X i X i
As C 25
W, mg
C 1 CxH3FO, mg
245nm
4.6mm 15cm Sy m
25
11 9
25
100u L
1000 2.0
100p L 6

2.0



C,H,FO, 42249 9 118 17, 21
4 3, 20 21

(1
3440cm?* 1736cmt  1715cm?  1652cm®  1360c m?
1273cm?  1246cm't 1041cmt

2
1 - 50
1
0 0.8 ppm A 0 4.8 ppm
B o 5.5 ppm C 0 5.7 ppm
D A B CD 31
11
1.0 19 100 2
20mg 10mL
ImL 50mL
20p L
1/2
254nm
4.6mm 20cm 5um
25
13 7
10
2
5mL 100mL
20u L
40 6.0
2mg 50mL 20u L

15



2.0

20u L



100 mg/g

pH6.8
(2- 1000)
C,oH,NOg 0.15g 900 mL
50
15 20 mL 0.45um
10 mL 2mL
(100) (800:200:1) 20 mL
105 4 0.030
(100) (800:200:1)
200 mL 5mL 5mL
(100) (800:200:1) 50 mL
5mL
(100) (800:200:1) 50mL
289 nm T S
15 85%
CaoHaNOs
% X ﬁ X 1 x 450
W As C
mg
10% (9
1g CooHxNO; mg

pH6.8 0.05mol/L
1000mL 5.25¢g 1000mL
pH6.8



5mg

1 900 mL 2
50 15 20 mL
0.45u m 10 mL
5 mL 0.2mol/L 5 mL
60 5
0.028 g 100 mL 2mL
100 mL 0.45u m
10 mL 5 mL
0.2mol/L 5 mL
50u L
A As
15 75 %
C,sH3,CINO, %
Ar 1

Wx —x —x 18
As C

Ws mg
C 1 C,sH3,CINO, mg
210 nm
4.6 mm 15 cm Sy m
40
pH 3.0 0.05mol/L
13 7
7.5
50u L

3000
2.0



50u L 6
15%

C,:H5,CINO,  99.0



5mg

1 900mL 2
50 15 20mL
0.45u m 10mL
105 3
0.022g 100mL
5mL 200mL
50u L
T S
15 85%
CZlHZQNSOZ CGH807 %
Ar 1
=Wsx L x = x22.5
As C
S mg
1 CZlHZQNSOZ CGH807 mg
239nm
4.6mm 15cm Sy m
40
1 1-1000 pH
3.0 700mL 300mL
6
50u L
3000 2.0
50u L 6

2.0

C,H,N.O, CH,O, 57562 1R* 2S¢ 3R*
4S* N 4 4 2 pyrimidinyl 1 piperazinyl butyl 2 3 bhicyclo
2.2.1 heptanedicarboximide dihydrogen citrate



0.10g 100 1 10mL

10p L
23 10 5 2
10cm 254nm
1.0 1g 105 , 3
99.0
0.5g 100 80mL
0.1mol/L

0.1mol/L 1mL 28.781mg C,H,N.O, C.HO,



1
50
0.45u m
5mL
200mL
15

A

10mg

:WSXETX%X%

4.6mm

40

3.0

4S¢ N 4 4

2.2.1 heptanedicarboximide dihydrogen citrate

900mL 2
15 20mL
10mL
10mL
105 3 0.022g
100mL smL
50u L
T S
85%
C21H29N502 C6H807 %
mg
CZlHZQNSOZ CGH807 mg
239nm
15cm Sy m
1- 1000 pH
700mL 300mL
6
50u L
3000 2.0
50u L 6
2.0
C,H,N.O, CH,O, 57562 1R* 2S¢ 3R*
2 pyrimidinyl 1 piperazinyl butyl 2 3 bhicyclo



0.10g

1.0
99.0

0.1mol/L

0.1mol/L

10u L
23 10 5 2
19 105 , 3
0.5g

100 1 10mL

10cm
254nm

100 80mL

ImL 28781lmg C,H,N:.O, CH.O,

10



15mg

1 900 mL
50
05 p
10 mL
105 4 0.017 g
100 mL 5 mL
30 uL
15 85%
C;sH,,N,O  HCI
A 1
=Wsx T o= x 90
As C
mg
C;sH,,N,O  HCI
220 nm
4.0 mm 15cm
25
136 ¢ 1000 mL
pH 35 830 mL
15
L
2.0
30 pulL
C;sH,LN,O HCl 282.81

- N N- - 1

11

20 mL

50 mL

mg

5uym

I+

170 mL

4000



109 500 mL 65 10

1mL
1-50
1000mL

50 mL
25
7.2 0 3.7 0 33
4 3
0.10g
ImL
1mL
20u L
2
4.0 mm 30 cm
40
350mL
1mL
2.0

20 u L

24
G2
60
1—>
H 0 8.8 0
025 018 o 1l1 0 09
3514 1 2
0 88
100mL
10mL
100mL
220 nm
10y m
175 ¢ 950mL
pH7.0
650mL
8
5
100 mL
20 u L
7 13%
3000

20 u L 6

12



5.0%

1.0 059 105 4
99.5 0.28g

100 7 3 50mL 0.1 mol/L

0.1 mol/L 1mL 28.281mg CgH,N,O HCl

13



25 mg

14

1 900 mL 2
50 20 mL
05 p
10 mL 3 mL 5 mL
105 4
0.017 g 100 mL 5mL
50 mL
0 pulL
15 85%
C;sH,,N,O  HCI
A 1
= Wsx Tow—— x 150
As C
mg
C;sH,,N,O  HCI mg
220 nm
4.0 mm 15cm 5uym
25
136 ¢ 1000 mL
pH 35 830 mL 170 mL
15
L
4000
2.0
0 pulL 6
2.0%
C;sH,LN,O HClI 28281 + - - 2-
- N N- - 1-
10 g 500 mL 65 10
50 mL 24



G2

60
1—>
25
H 0 8.8
0 7.2 0 37 0 3.3 0 25 018 o 11
0 09 351 4
1 2 4 3
0 8.8
0.10g 100mL
ImL 10mL
1mL 100mL
20u L
2
220 nm
4.0 mm 30 cm 10y m
40
1mL 175¢ 950mL
1-50 pH7.0
1000mL 650mL
350mL
8
5
1mL 100 mL
20 pL
7
13%
2 pL
3000 2.0
20 pL 6

5.0 %
15



1.0 05g 105 4

99.5 0.28g
100 7 3 50mL 0.1 mol/L
0.1 mol/L 1mL 28.281mg CgH,N,O HCl

16



50mg

1 900mL
50
20mL 0.45u m
10mL
( ) 0.016g
50mL 4mL
260nm A Ag
15 80
C,,H,N.O (%)
= Wsx AiTX @xogog
B A, C 7
W, (mg)
c 1 C,,HN,O (mg)
C,,H5,N,O HCI HO 39296 (x+ )-4-
-1- -1- 2-
3380cm  2950cm”  2580cm™ 1595cmt
705cmt
0.10g 10mL
1mL
5mL 20mL
10u L
10cm
42 48 0.059
C,HN,O HCl 995

0.3g
0.1mol/L

17

100mL

15

20mL

-2,6-

1395cm?

4 1 50mL



0.1mol/L 1mL  18.75mg C,HN,O HCI

100mL (28)50mL
10

18



100mg

1 900mL 2
50
20mL 0.45u m
10mL 5mL
10mL (
) 0.016g 50mL
4mL 20mL
260nm A Aq
15 80
C,,HN,O (%)
AT
=Wsx —x ——x0.903
AS
W, (mg)
c 1 C,,H; N, O (mg)
C,,HxN,O HCI HO 39296 (x+ )-4- -2,6-
-1- -1- 2-
3380cm 2950cm”  2580cm?t 1595cm”  1395cmt
705cmt
0.10g 10mL
ImL 100mL
5mL 20mL
10u L
10cm

42 48  0.05g
C,H,N,O HCl 995
19



0.3g 4 1 50mL
0.1mol/L

0.1mol/L 1mL  18.75mg C,HN,O HCI

100mL (28)50mL
10

20



4mg

900mL
50 15 20mL
0.45u m
80
0.022g
mL 100mL
20u L
15 85
Cy6H20N,O5S
WSxﬁx£x18
As C
Ws mg
C CieHoN,O,S
291nm
4.6mm 15cm M m
40
pH3.0 11
20u L
2.0
20u L
2.0
CieHoN,O,S 34843 N- 1-
-4- 3- -3-
40 149
0.8

21

10mL
100mL
A, Ag
mg
3000



150mL

95

0.1mol/L - 50000
285 288nm
0.02g 50mL mL
200mL
50u L
291nm
4.6mm 25cm M m
40
pH3.0
10
mL 25mL
50u L
15 25
mg 20mg 100mL
20u L
12
50u L
2.0
0.3 g 80
99.0 0.3g 100
50mL 0.1mol/L
0.1mol/L mL 34.843mg C,;H,,N,O,S
pH3.0 2.729 900mL
pH 3.0 1000mL

22



8mg

900mL
50 15
0.45u m
mL
80
100mL
100mL
A; Ag
15 85
Ci6H20N,0,5S
WSxﬁxixIBB
As C
Ws mg
C C6H20N,O;3S
291nm
4.6mm 15cm
40
pH3.0
20u L
2.0
20u L
CieHoN,O,S 34843 N- 1-
-4-  3- -3-

40

23

20mL
10mL
10mL
0.022g
mL
20u L
mg
b m
11
3000
2.0

149
0.8



150mL

95

0.1mol/L - 50000
285 288nm

0.02g 50mL mL
200mL
50u L
291nm
4.6mm 25cm M m
40
pH3.0
10
mL 25mL
50u L
15 25
mg 20mg 100mL
20u L
12
50u L
2.0
0.3 g 80
99.0 0.3g 100
50mL 0.1mol/L

0.1mol/L mL 34.843mg C,;H,,N,O,S
pH3.0 2.729 900mL

pH 3.0 1000mL

24



2.5mg

1 900 mL 2
50 30 20 mL
05 um
mL 105
3 0.028 g 100 mL
2 mL 200 mL
50 pL
At As
30 85 %
C20H27N3sOs HCI (%)
=V\/s><ﬁxix9
s
Ws (mg)
c 1 C20H27N30s HCI (mQ)
( 215 nm)
4.6 mm 15cm SHUmMm
40
136 g 1000 mL
pH 2.7 600 mL 400 mL
8
50 pL
3000
2.0
50 pL 6
2.0%

CooHzNsOs HCl  441.91 (-)-(4S)-3-[(25)-2-[[(19)-1-
-3 ] ] ]-1- -2-

10 g 99.5 120 mL
25

10



300 mL 2 8

20 G4
10 mL 3 5¢ 25 mL
1-2 2mL 2
G4
24
1731cm™* 1685cm™ 1395cm® 749 cm* 701 cm
a & 660 690° 01g 10 mL
100 mm
5 mg 10 mL
1mL 100 mL
20 pL
1/5
215nm
4.6 mm 15cm S UM
40
1.36 g 1000 mL
pH2.7 600 mL 400 mL
8
2
5mL 100 mL
20 puL
3 7%
0.01g 5mg 100
mL 20 u L
4
20 pL 6
2.0%
0.5% 1g 105 3
99.0 % 049 70 mL

26



0.1 mol / L
1 2 0.1 mol / L

0.1mol /L ImL 4419mg CzoH272N3Os HCI

27



5mg

1 900 mL 2
50 30 20 mL
O5um 10
mL 5 mL 10 mL
105 3
0.028 g 100 mL 2
mL 200 mL
50 uL
At As
30 85 %
C20H27N3sOs HCI (%)

=V\/s><ﬁxl><18
As C

Ws (mg)
cC 1 C20H27NsOs HCI (mQ)
( 215 nm)
4.6 mm 15cm SHUmMm
40
136 g 1000 mL
pH 2.7 600 mL 400 mL
8
50 pL
3000
2.0
50 pL 6

20%

CaoHzNsOs HCl  441.91 (-)-(4S)-3-[(25)-2-[[(19)-1-
3 1] - -2

28



10 g 995 120 mL
300 mL 2 8
20 G4
10 mL 3 50 25 mL
1-2 2 mL 2
G4
24
1731cm™* 1685cm™ 1395cm® 749 cm* 701 cm
a & 660 690° 01g 10 mL
100 mm
5 mg 10 mL
1mL 100 mL
20 pL
1/5
215nm
4.6 mm 15cm S UM
40
1.36 g 1000 mL
pH2.7 600 mL 400 mL
8
2
5mL 100 mL
2 pL
3 7%
0.01 g S mg
100 mL 20 p L
4
20 pL 6
20 %

29



0.5% 1g 105 3

99.0 % 04g 70 mL
0.1 mol / L
1 2 0.1 mol / L
0.1mol /L 1mL 44.19mg Cz0H27N3Os HCI

30



10mg

1 900 mL 2
50 30 20 mL
05 U m 10
mL 5 mL 20 mL
105 3
0.028 g 100 mL 2
mL 200 mL
5 pL
At As
30 85 %
C20H27N3sOs HCI (%)
:V\/sxﬁxlx36
As C
Ws (mg)
c 1 C20H27N30s HCI (mg)
( 215 nm)
4.6 mm 15cm 5uym
40
136 g 1000 mL
pH 2.7 600 mL 400 mL
8
50 pu L
3000
2.0
50 pyL 6
20%
Ca0H27zNsOs HCl  441.91 (-)-(49)-3-[(29)-2-[[(19)-1-
-3- ] ] ]-1- -2-
-4-

31



10 g 99.5 120 mL

300 mL 2 8
20 G4
10 mL 3 59 25 mL
1.2 2 mL 2
G4
24
1731cm? 1685cm?t 1395cm?t 749 cmt 701 cm?
20 o
a D 66.0 69.0 01g 10 mL
100 mm
5 mg 10 mL
1 mL 100 mL
20 pL
1/5
215 nm
4.6 mm 15cm S UM
40
1.36 g 1000 mL
pH2.7 600 mL 400 mL
8
2
5mL 100 mL
20 pL
3 7%
001g 5mg
100 mL 20 pL
4
20 pL 6
2.0 %

32



0.5% 1g 105 3

99.0 % 04g 70 mL
0.1 mol / L
1 2 0.1 mol / L
0.1mol /L 1mL 44.19mg CaoH27N3Os HCI

33



100mg

900mL
50 45 20mL
0.45y m 10mL
80
0.022g 200mL
323nm T S
45 80%
(C20H33N304 HC') (0/0)
X——X i>< 450
()
(CyHzN3;O, HCI) ()
CHx:N,O, HCI  415.95 + - - - -
- - tert- - - ) )
15 20 mL
80
3290cm* 2980cm™ 2780cm™ 1669cm™* 1637cm™
1264cm™

0.20g 10mL

ml 25mL ML
20mL
ML
95 28 13- 100 10
10
254nm

34



28
1.0 g
99.0%
10mL
0.1mol/L mL

10

80

41.60

35

0.5g
100 mL

C,HxN;O, HCI

0.1mol/L

100



200mg

900mL
50 45 20mL
0.45u m 10mL
mL 10mL
80 0.022g
200mL
323nm
T S
45 80%
(C20H33N304 HC') (0/0)
X ——X i>< 900
()
(CyHzN3;O, HCI) ()
C,Hx:N,O, HCI  415.95 + - - - -
- - tert- - - ) )
15 20 mL
80
3290cm* 2980cm™ 2780cm™ 1669cm™* 1637cm™
1264cm™
0.20g 10mL
ml 25mL ML
20mL

ML

95 28 13-100 10
10

36



254nm

28 10
1.0 g 80
99.0% 0.59
10mL 100 mL
0.1mol/L mL 4160  C,H4N,O, HCl

37

0.1mol/L

100



10 mg

1 900 mL 2
50 60 20 mL
0.45u m 10 mL
V
80 5 0.022 g
100 mL 5 mL
100 mL
295 nm A; Ag
60 85 %
C;;H,,N,O, HCI %
= Wsx & X i>< 45
As C
Ws mg
C 1 C;;H,,N,O;, HCI mg
C;sH,N, O, HClI 340.85 + 4 3 tert
2 2 1 2H
/ 2 1 2
V 80 5
3370cm?® 1661 cm?® 1605 cm?® 1241 cm* 766 cm’
1
010 g
10 mL 1mL
200 mL
10u L
/2- / / 10 5
2 1 10 cm
254 nm
0.5% 1g V 80 5

38



99.0% 0.10 g (100)10 mL

0.1 mol/L 15 mL 30
(100) 60 mL 0.1 mol/L
0.1 mol/L 1mL=34.085mg C,;H,N,0, HCl

39



20 mg

1 900 mL 2
50 90 20 mL
0454 m 10 mL
10 mL 20 mL
\V 80 5
0.022¢g 100 mL 5mL
100 mL
295 nm
A, Ag
90 85%
C;HuN,O;, HCI %
= Wsx ﬁ X 1 x 90
s C
Ws mg
C 1 C;H,N,O;, HCI mg
C;H,N. O, HCl 340.85 + 4 3 tert
2 2 1 2H
/ 2 1 2
V 80 5
3370cm?® 1661 cm?® 1605 cm?® 1241 cm* 766 cm
1
0.10 g
10 mL 1mL
200 mL
10p L
/2- / 7/ 10 5
2 1 10 cm
254 nm

40



0.5% 19 vV 80 5

99.0% 0.10 g (100)10 mL
0.1 mol/L 15 mL 30
(100) 60 mL 0.1 mol/L
0.1 mol/L 1mL=34.085mg C,;H,N,0, HCl

41



5mg

50
20 mL
10 mL
105

50 mL

200 mL

15

4.6mm
40

1 mol/L
(1-2)

2.0

900 mL
15
0.45 pm
0.025 g
2 mL
100 pL
T S
85%
CigH,JNO;  HCI
mg
C;sH,JNO;  HCI mg
274 nm
15 cm 5 um
pH3.0 0.05mol/L
(26:7:7)
12
100uL
2000
100uL 6
20%

CiHoNO,  HCl 34389 (+ )-1-{4-[2-(
}-3~( )-2-

105
42



830 cm™*
115~117

)

50mL

(10:3:3)

)

200mL

4mm

25
1 mol/L
(1-2)

10pL

200mL

3250 cm?® 1514 cm? 1249 cm?® 1092 cm? 1053 cm?
0.10g 10mL
3mL
1mL 20mL
10uL
(100)
10cm
0.10g 50mL
1mL
10uL
273nm
15cm 5um
pH3.0 0.05mol/L
(26:7:7)
9
10mL 50mL
10 30%
0.05¢ B - 5mg
10uL
4
10pL

43



3.0%

0.5% 19,105 ,4
99.0 % 0.3g (100)
30 mL 30 mL 0.1 mol/L
0.1 mol/L 1mL=3438mg C,H,NO, HCI

44



10 mg

900 mL
50 15
20 mL 0.45 pm
10 mL SmL
105 4
0.025 g 50 mL
2mL 200 mL
100 pL
T
15 85%
CigH,JNO;  HCI
M/Sxﬁx§
s C
mg
CisH,JNO;  HCI mg
274 nm
4.6mm 15 cm 5 um
40
1 mol/L pH3.0 0.05mol/L
1-2) (26:7:7)
12
100uL
2000
2.0
100uL 6

20%

CiHoNO,  HCl 34389 (+ )-1-{4-[2-(
-3 )-2-

45

10mL



830 cm™*
115~117

)

50mL

(10:3:3)

)

200mL

4mm

25
1 mol/L
(1-2)

10pL

200mL

105

3250 cm?® 1514 cm? 1249 cm?® 1092 cm?® 1053 cm?
0.10g 10mL
3mL
1mL 20mL
10uL
(100)
10cm
0.10g 50mL
1mL
10uL
273nm
15cm 5um
pH3.0 0.05mol/L
(26:7:7)
9
10mL 50mL
10 30%
0.05¢ B - 5mg
10uL
4

46



0.5%
99.0 %
30 mL

0.1 mol/L

10pL

19,105 ,4

30 mL

1 mL = 34.389 mg

a7

3.0%

0.3g (100)
0.1 mol/L

CHNO,  HC



2.5mg

900mL
50 15 20mL
0.50um 10mL
105 3
0.017g S0mL
50mL
50pL
A; Ag
15 85
C,sHsN,O,-HCl %
= Ws X i X i X E
A, C 5
W mg
C CoH2N;05-HCI mg
239nm
4.6mm 15cm Spm
25
pH3.0  0.02mol/L 3 2
6
50pL
3000 2.0
50uL 6
2.0
CoHzN,O-HCl  460.96  (-)-(39-3-[[(19-1-
3 ] ]-2- -2,34,5- “1H-1-
-1-
80
3 105 3

48



1
1737 cm* 1673 cm
o] 138 142
0.020g
2mL
200mL
4mm 25cm
40
600 400 1
2mL
20mL
5mL
9% 1.2
9% 1.2 20mL
3
25uL
1.0 1g 105 3
99.5%
100 7 3 70mL

B 1.2 150000

238 242nm
1524 cm?® 1391 cm?* 1212cmt
0.259 99.5 25mL 100mm
9% 1.2 100mL
9% 1
25uL
1 2
239nm
10pm
320000 100
10
4
9% 1.2
25uL
7 13
1-10000 4mL
15uL
6
2.0
0.79
0.1mol/L

49



0.1mol/L ImL 46.10mg C,,H,xN,O4-HCI

50



5mg

900mL
o 15 20mL
05m 10mL
2mL 2mL
50mL smL
50mL 4mL S0mL
50uL
Ar
As
15 85
C,HyN ZOS'HCI v

= WS X i X i X %

C 5
Wy mg
C Cy4H2N,O5-HCI mg

239nm
4.6mm 15cm Spm
25
pH3.0  0.02mol/L 3 2
6
50uL
3000
500L 6
2.0
CoHxN,O-HCl - 460.96  (-)-(39-3-[[(19-1-
-3- ] ]'2' '2)314!5- -1H-1-
-1-

51



1737 cm™*

18 138  142°
0.020g

200mL

4mm
40

600 400 1

1673 cm™*

0.

2mL

105 3

% 1.2

1524 cm™*

259

239nm

25cm

10

2mL

20mL

9% 1.2

9% 152

5mL

20mL

25uL

1.0 1g 105 3

99.5%

52

25uL

150000
238 242nm
1391 cm™* 1212cmt
995 25mL 100mm
9% 1.2 100mL
9% 1
25uL
1 2
10pm
320000 100
4
95 1-2
7 13

1-10000 4mL

15uL

2.0

0.79



100 7 3 70mL 0.1mol/L

0.1mol/L 1ImL  46.10mg  C,H,N,O.-HCl

53



10mg

900mL
& 30 20mL
05m 10mL
2mL 6mL
50mL smL
50mL 4mL 50mL
50uL
Ar
As
15 80
C24H28N205'HC| v

=WS ixi @

C 5
Wy mg
C Cy4H2N,O5-HCI mg

239nm
4.6mm 15cm Spm
25
pH3.0  0.02mol/L 3 2
6
50uL
3000
500L 6
2.0
C,iH,sN,O,-HCl  460.96  (-)-(39-3-[[(19)-1-
-3- ] ]'2' '2)314!5- -1H-1-
-1-

54



1737 cm™*

18 138  142°
0.020g

200mL

4mm
40

600 400 1

1673 cm™*

0.

2mL

105 3

% 1.2

1524 cm™*

259

239nm

25cm

10

2mL

20mL

9% 1.2

9% 152

5mL

20mL

25uL

1.0 1g 105 3

99.5%

55

25uL

150000
238 242nm
1391 cm™* 1212cmt
995 25mL 100mm
9% 1.2 100mL
9% 1
25uL
1 2
10pm
320000 100
4
95 1-2
7 13

1-10000 4mL

15uL

2.0

0.79



100 7 3 70mL 0.1mol/L

0.1mol/L 1ImL  46.10mg  C,H,N,O.-HCl

56



0.5mg

900mL
50 15
0.45u m
200mL
200mL
50u L
A A
15 80%
CrHauN,O5
Ar 1 9
W x — x = x —
As C 4
W mg
C 1 C,,HuN,O
220nm
4mm 15cm
25
6.80g
H2.0 600mL
5
50u L
2000 15
50u L

1000mL

20mL
10mL
0.022g
1mL

%

mg

50 m

400mL

C,,HyN,O, 43054 (-)-(2S,3aR,7aS)-1-[(S)-N-[(9)-1-
ethoxycarbonyl-3-phenylpropyl]aanyl]hexahydro-2-indolinecarboxylic acid

99.5
1
57



99.5

1736cm* 1655cm? 1497cm™ 1368cm™t 1194cm™ 1100cm™

1065cm*  936cmt 700cm*
0.01g 25mL 2mL
250mL
50u L
0.8
220nm
4mm 25cm 5um
25
300mL 200mL
5mL 700mL pH2.5
10
5mL 50mL
50u L
7 13
0.01g 1- -2,4-

12000 5mL 250mL 50
bL 1- )
2,4- 5

50u L 6
2.0
99.0 0.4g 100 50mL
0.1N
0.IN ImL=43.05mg C,,H;,N,O;
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1mg

50
0.45u m
5mL

200mL

4mm

25

H2.0

2000 1.5

900mL
15 20mL
10mL
0.022g
ImL
50u L
80%
CaaH3NO5 %
1 9
X — X —
C 2
mg
C24H34N205 mg
220nm
15cm 5um
6.80g 1000mL
600mL 400mL
5
50u L
50u L

10mL

200mL

2.0

C,,HyN,O, 43054 (-)-(2S,3aR,7aS)-1-[(S)-N-[(9)-1-
ethoxycarbonyl-3-phenylpropyl]aanyl]hexahydro-2-indolinecarboxylic acid

99.5
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99.5 2

1736cm* 1655cm? 1497cm™ 1368cm™t 1194cm™ 1100cm™

1065cm*  936cmt 700cm*
0.01g 25mL 2mL
250mL
50u L
0.8
220nm
4mm 25cm 5um
25
300mL 200mL
5mL 700mL pH2.5
10
5mL 50mL
50u L
7 13
0.01g 1- -2,4-
12000 5mL 250mL 50
ML 1- -2,4-
5
50u L 6
2.0
99.0 0.4g 100 50mL
0.1N
0.IN ImL=43.05mg C,,H3N,O;

60



990 mg/g
10g
2 50
045 uy m
10 mL 2mL
|__
0.022 g
10 u L
|__
As
30 85 %
L- CsH,oN, O,
% % ﬁ % 1 x 4500
W, Ag
Ws L- mg
W; L- g
C 1g L- CsH1oN,Os
210 nm
4.6 mm 15 cm
25
1- 0.865 g
0.5mL 110 mL
L- 5
10 L
2.0
10 pL
|__
|__
L- C;HoN,O;  99.0 %

61

900 mL
30 20 mL
20 mL
105 3
200 mL
Ar
%
mg
5uym
1000 mL
L-
3000
6
15



0.02mg

1 900 mL 2
50 30 20 mL
045 p m
10 mL
60 0.67 kPa
0.020 g 100 mL
2mL 100 mL 5mL
100 mL 5 mL
50 mL
0.2 mL
2 Ar As
30 85 %
C,.H,oNaO, %
Ws x Ar X 1 X 9
As C 100
Wy mg
1 C,,H,sNaO, mg
285 nm 614 nm
4.6 mm 15cm 5uym
40
/ / 100 650 350 1
2
10
0.2 mL
2
0.2 mL 6
2 20 %

C,,HNaO, 420.48 Sodium(+)-(1R*,2R*,3aS*,8b
S¥)-2,3,3a,8b-tetrahydro-2-hydroxy-1-[ (E)-(3S*)-3-hydroxy-4-methyl-1-octen-6-ynyl]-1

H-cyclopentd] b] benzofuran-5-butyrate
62



(1) 3 _ 50000

278 283 nm 285 289
nm
2 2 3 mg
1560cm ! 1450cm ! 1407 cm
1 969cm ! 743cm ?
0.020 g 2 mL
15puL
I 12
28 40
2 48 2
21 23 2
1.0 % [
0.2% 0.3%
0.1%
n % An/ TAx 100
% (TA Abps) / TAx 100
An n 2
Abps 2
TA
n: L ] L ]
285 nm
4 mm 25 cm 4 ym
35
/ / / 100 640 330
30 1 A / / 100 900
100 1 B A B
A B
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0 30 100 0
30 45 100 - 56 0 - 44
45 60 56 44
60 70 5 - 0 44 -, 100
70 80 0 100
2
23
0.1 mL 100
mL 15pulL 2
2 0.05
0.2%
I5pulL
2 15
15puL 5
2
20%
0.01g 5mL
15pulL
25 Al 27 A2
A2/ Al 0.97 1.03
285 nm
6 mm 15cm S5um
40
/ / 100 600 400 1
2
27
15pulL
2 1.2
3.0% 05¢g 0.67 kPa 60 5
99.0 % 01g
95 7 - 10 30mL 0.2 mol/L 2.0mL
0.025 mol/L 99.5
0.025 mol/L
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99.5

0.025 mol/L 99.5 1mL
10512mg  C,H,NaO,
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0.02mg

1 900 mL 2
50 30 20 mL
045 p m
10 mL
60 0.67 kPa
0.020 g 100 mL
2mL 100 mL 5mL
100 mL 5 mL
50 mL
0.2 mL
2 Ar As
30 85 %
C,.H,oNaO, %
Ws x Ar X 1 X i
As C 100
W mg
1 C,,H,sNaO, mg
285 nm 614 nm
4.6 mm 15cm 5uym
40
/ / 100 650 350 1
2
10
0.2 mL
2
0.2 mL 6
2 20 %

C,,HNaO, 420.48 Sodium(+)-(1R*,2R*,3aS*,8b
S¥)-2,3,3a,8b-tetrahydro-2-hydroxy-1-[ (E)-(3S¥)-3-hydroxy-4-methyl-1-octen-6-ynyl]-1
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H-cyclopentd] b] benzofuran-5-butyrate

D 3 - 50000
278 283 nm 285 289
nm
2 2 3 mg
1560cm ' 1450cm ' 1407 cm
1 969cm * 743cm !
0.020 g 2 mL
15pulL
I 12
28 40
2 48 2
21 23 2
10 % I
0.2% 0.3%
0.1%
n % An/TAx 100
% (TA Abps) / TAx 100
An n 2
Abps 2
TA
n= ., , ,
285 nm
4 mm 25 cm 4 ym
35
/ / / 100 640 330
30 1 A / / 100 900
100 1 B A B
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A B
0 30 100 0
30 45 100 - 56 0 - 44
45 60 56 44
60 70 5 - 0 44 -, 100
70 80 0 100
2
23
0.1 mL 100
mL 15pulL 2
2 0.05
0.2%
I5pulL
2 15
15puL 5
2
20%
0.01g 5mL
15pulL
25 Al 27 A2
A2/ Al 0.97 1.03
285 nm
6 mm 15cm S5uym
40
/ / 100 600 400 1
2
27
15pulL
2 1.2
3.0% 05¢g 0.67 kPa 60 5
99.0 % 01g
95 7 - 10 30mL 0.2 mol/L 2.0mL
0.025 mol/L 99.5
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0.025 mol/L
995

0.025 mol/L 99.5 1mL
10512mg  C,H,NaO,
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40u g

50
0.5u m
5mL

0.02

50mL

30

4.6mm

40
I

900mL
30
10mL
60 5
100mL
100mL 5mL
85
()
—— x 018
mg
mg
285nm 614nm
15cm 50 m
100 650 350 1
10
200p L
1.2
200u L
2.0

20mL
10mL

0.67kPa
100mL
5mL

0.2mL

C,,H,NaO, 420.48 Sodium(x )-
(1R*,2R* ,3aS*,8bS*)-2,3,3a,8b-tetrahydro-2-hydroxy-1-[ (E)-(3S*)-3-hydroxy-4-
methyl-1-octen-6-ynyl]-1H-cyclopenta| b] benzofuran-5-butyrate
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(1) 3, 50000
278  283nm 285 289nm

2 2 3mg
1560cm 1450cm 1407cm 969cm
743cm
0.020g 2mL
15p L
12
28 40 2
48 2
21 23
2
1.0 0.2
0.3
0.1
n N x 100
bps x 100
n n 2
bps 2
n
285nm
4mm 25cm 4u m
35
(100) 640 330 30 1

(100) 900 100 1
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0 30 100 0
30 45 100- 56 0-44
45 60 56 44
60 70 56-0 44,100
70 80 0 100
2 23
0.1mL 100mL
15p L 2
2 0.05 0.2
15p L
2 15
15p L 5
2 2.0
0.01g 5mL
15p L
25 27
0.97 1.03
285nm
6mm 15cm 5y m
40
(100) 600 400 1
2
27
15p L
2 1.2
3.0 0.5g 0.67kPa 60 5
99.0 0.1g
(995 7-10 30mL 0.2mol/L 2.0mL
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0.025mol/L (99.5)
0.025mol/L
(99.5)

0.025mol /L (99.5) 1mL
10.512mgC,,H,NaO;
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0.1mg 4939A FLTO0460
100mg/g | 5301A 10% | DS01
5mg 5302A 01015B
5mg 5303A 5 0061C
10mg 5303B 10 0186C
15mg 5305A 15 TDA11JX
25mg 5305B 25 TDB14JX
50mg 5306A 50mg 5431
100mg 5306B 100mg |[5621
4mg 5307A 4mg Jog7
8mg 5307B 8mg J025
2.5mg 5308A 25 36009
5mg 5308B 5 32039
10mg 5308C 10 36021
100mg | 5309A 100mg 114101
200mg 5309B 200mg 215601
10mg 5310A 10 1G1233
20mg 5310B 20 JE1082
5mg 5312A 5mg K004
10mg 5312B 10mg K005
2.5mg 5313A 2.5mg 20030
5mg 5313B 5mg 30280
10mg 5313C 10mg 30010
0.5mg 5314A 0.5mg 3K015A
1mg 5314B 1mg 3HO052B
L- 990mg/g | 5318A 512BCK
204 g | 5319A 20 C36800
20y g |343B1
40 g | 5319B 0u g 089972




(pH)

0.1mg 1.2,4.0,6.8| 50 [4939A
100mg/g 6.8 ' |12, 4.0, 50 |5301A
0.2%
5mg 1.2,4.0,6.8| 50 |[5302A
5mg 1.2,4.0,6.8| 50 |[5303A
10mg 1.2,4.0,6.8| 50 |[5303B
15mg 1.2,4.0,6.8| 50 |[5305A
25mg 1.2,4.0,6.8| 50 |[5305B
50mg 1.2,4.0,6.8| 50 |[5306A
100mg 1.2,4.0,6.8| 50 |[5306B
4mg 1.2,4.0,6.8| 50 |[5307A
8mg 1.2,4.0,6.8| 50 |[5307B
2.5mg 1.2,4.0,6.8| 50 |[5308A
5mg 1.2,4.0,6.8| 50 |[5308B
10mg 1.2,4.0,6.8| 50 |[5308C
100mg 1.2,4.0,6.8| 50 |[5309A
200mg 1.2,4.0,6.8| 50 [5309B
10mg 1.2,4.0,6.8| 50 |[5310A
20mg 1.2,4.0,6.8| 50 |[5310B
5mg 1.2,4.0,6.8| 50 |[5312A
10mg 1.2,40,68| 50 |5312B
2.5mg 1.2,4.0,6.8| 50 |[5313A
5mg 1.2,4.0,68| 50 |[5313B
10mg 1.2,4.0,68| 50 |[5313C
0.5mg 12,40,6.8| 50 |5314A
1mg 1.2,4.0,68| 50 |5314B
L- 990mg/g 1.2,4.0,6.8| 50 |[5318A
20ug 1.2,4.0,6.8| 50 |[5319A
40ug 1.2,4.0,6.8| 50 |[5319B
900mL

pH1.2

pH4.0 0.05mol/L

pH6.8 N

75




pH6.8 * Mcllvaine 0.05mol/L 0.025mol/L
pH6.8

Mcllvaine 0.05mol/L 0.025mol/L
pH

10 7 15
595
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