0816001

17 8 16
15 1 31 3 15 7 25 265
16 1 21 12
15 5 2 15 10 27 16 4 20
1 2 3
10 9 9 790

17 11 16



10mg/g amg

100mg/g
3mg
250mg
1mg
10mg/g 1mg 2mg
150mg

1mg 2mg 4mg
25mg/g

3mg



10mg/g
C21H21N - HCI 4 mg 900 mL
2 50
20 mL
100 0.67 kPa
5 0.022 ¢
100 mL 10 mL
100 mL 10 mL
50 mL 50 uL
Ar Ag
30 80
C21H21N - HCI
wr A C
Ws : mg
Wr : 10mg/g g
C :1¢g C21H2iN - HCI mg
285 nm
4.6 mm 15 cm 5 um
30
/ / /

520 240 240 1



1.0

3000

50 uL

1.5
50 uL

99.0



4mg

1 900 mL
50
100 0.67 kPa 5
g 100 mL
100 mL
50 mL
50 uL
At Asg
30 80
C21H21N - HC1
=WS><ﬁ><E
A
Ws : mg
C:1 C21H21IN - HC1
285 nm
4.6 mm 15 cm
30
/ / /
520 240 240
5
50 uL
3000 1.5
50 puL

1.0

5 um

20 mL

0.022
10 mL
10 mL

mg



99.0



100mg/g

lg pH4.0
(0.05mol/L) 900 mL
50 45 20
mL 0.45 Mm
10 mL
105 3 30
mg pH4.0 (0.05mol/L)
100 mL SmL pH4.0
(0.05mol/L) 50 mL
20 ML
T s
45 75%
Ci7H21NO (%)
= M><h><£><90><0.875
W, A C
Ws : (mg)
Wr : (g)
c = g (mg)
30mg/g
0.875
220 nm
4.6 mm 15 cm SHm
40
pH3.0 0 05mol/L 900 mL
(3 - 10)3 mL
600 mL



20 pL

2000 2.0
20 ML

1.0 %

Ci7H2iNO  HCI  99.0%



3mg

— 900 mL
2 50
45 20 mL 0.5 p
10 mL
60 3 0.015 ¢
50 mL pH6.8
— 100mL 5 mL
pH6.8 —
200 mL
253 nm
45 75%
C20H22N,S
=stﬁxlx£
s C 2
C20H22N»S

Co0H22NL2S  99.0

pH6.8



As

50

10mL

50mL

90

Ws
C

250mg

900mL
90
0.45um
2mL
24 22mg
200mL SmL
320nm
75
CeHoN5O3
:stixlxll25
A, C
mg
CsHoN50O3
(

20mL

50mL

At

mg



Img

1 900mL 2
50 15
20mL 0.45um
10mL SmL
10mL
105 1 0.028¢g
100mL 4mL
100mL SmL
S0mL SmL 10mL
50uL
15 80
CioHi9N  C4H404
e AT L8
As C 5
mg
1 CioH19N C4H404 mg
262nm
4.6mm 15cm Spm
40
2.5mmol/L pH 7.5
3 1
8
50uL
3000 2.0
50uL 6



2.5mmol/L pH 7.5

0.33¢ 1000mL
0.29¢ 1000mL pH 7.5
0.15mol/L pH 7.5
1 1
0.15mol/L pH 7.5
19.8¢ 1000mL
17.3g 1000mL pH 7.5

CioHioN  C4H404 99.0

2¢g (99.5)20mL
(99.5)
60 3
100
(99.5)
(1) 1—2500 5mL 3
(2) 0.06g 10mL
10
(3) 1—40000
261 263nm
E%  262nm 330 340 0.025¢g
2000mL

10



155 158

10cm
254nm
0.45

0.5

0.1mol/L

0.10g SmL
ImL
50mL ImL
20mL
10uL
100 4 1 1
Rf 0.60
lg 105 1
0.2g
0.1mol/L

1mL=37744mg C19H19N C4H404

11

Rf

100 40mL



0.3g 900mL
2 , 50
30 20mL 0.45Mm
10mL
3mL 1 - 137 3mL
80 4
0.028¢g
50mL 15mL
25mL 2mL
200mL 3mL I - 137 3mL
100 L
At As
30 75
C23H27FN4O, %
Ws Ar 1,24
Wr As C 5
Wy mg
W+ g
c 1g C,3H,7FN4O, mg
237 nm
4.6mm I15cm SMm
25
13 7 1000mL
ImL 28 pH2.9
28 1 1 pH3.0
+0.1
3
1.0mL/min

100 L

12



3500

C23H27FN4O, 410.48 3-[2-[4-(6-

-3-) ]

10g
G3

0.1 g

100 mL
25 mL

4.6 mm

30

2.5
100 L

1-6,7,8,9-

50mL 10

20mL

G3
60 8

1 mL
5 mL

260 nm

10 cm

1-200

13

-1,2-

-

3

60

Mm

-4H-
3
10 mL
10
1.5



A B
0 15 70 - 30 3070
15 20 30 70
20 21 3070 70 - 30
1.5 mL
2
2 mL
20 mL 10 pL
10 pL
5000 2.0
10 pL
2.0
0.5 % lg 105 4
99.0
2- 100 1 70 mL
Olmol/L ImL = 20.53 mg C23H27FN402

14

15

0.15 g

0.1 mol/L



Img

50
20mL
1 - 137
80
0.028¢g
SmL
2mL
3mL
Ar
30 75
C23H27FN4O2
A, 5
Ws
C 1
4.6mm 15¢cm
25
ImL
28
1.0mL/min
100

15

900mL

0.45 M m
10mL
3mL

1 - 137 3mL

100 L

mg
C23H27FN4O2

237 nm

13 7
28
I 1

1000mL

ML

30

3mL

50mL

25mL

200mL

%

mg

SHm

pH2.9
pH3.0=20.1



3500

C23H27FN4O, 410.48 3-[2-[4-(6-

6
2.0%
-3- )
-4-
10g
G3
3
0.1 g
100 mL
25 mL
4.6 mm
30
A
B

]

2.5
100 L

1-6,7,8,9-

50mL 10

20mL

G3
60 8

1 mL
5 mL

260 nm

10 cm

1-200

16

-1,2-

-

3

60

Mm

-4H-
3
10 mL
10
1.5



A B
0 15 70 - 30 3070
15 20 30 70
20 21 3070 70 - 30
1.5 mL
2
2 mL
20 mL 10 pL
10 pL
5000 2.0
10 pL
2.0
0.5 % lg 105 4
99.0
2- 100 1 70 mL
Olmol/L ImL = 20.53 mg C23H27FN402

17

15

0.15 g

0.1 mol/L



2mg

20mL
1 -
0.028¢g
10mL

2mL
3mL

30 80

C23H27FN4O2

4.6mm

25

ImL

1.0mL/min

50

137
80

At

15¢cm

28

100

18

900mL
30
0.45 M m
10mL 3mL
3mL
4
50mL
25mL
200mL
1 - 137 3mL
100 L
As
%
mg
C23H27FN40O2 mg
237 nm
SHm
13 7 1000mL
28 pH2.9
1 1 pH3.0=%0.1
3
ML



3500

C23H27FN4O, 410.48 3-[2-[4-(6-

-3-) ]

10g
G3

0.1 g

100 mL
25 mL

4.6 mm

30

2.5
100 L

1-6,7,8,9-

50mL 10

20mL

G3
60 8

1 mL
5 mL

260 nm

10 cm

1-200

19

-1,2-

-

3

60

Mm

-4H-
3
10 mL
10
1.5



A B
0 15 70 - 30 3070
15 20 30 70
20 21 3070 70 - 30
1.5 mL
2
2 mL
20 mL 10 pL
10 pL
5000 2.0
10 pL
2.0
0.5 % lg 105 4
99.0
2- 100 1 70 mL
Olmol/L ImL = 20.53 mg C23H27FN402

20

15

0.15 g

0.1 mol/L



3mg

20mL
1 -
0.028¢g
15mL

2mL
3mL

30 75

C23H27FN4O2

4.6mm

25

ImL

1.0mL/min

50

137
80

At

15¢cm

28

100

21

900mL
30
0.45 M m
10mL 3mL
3mL
4
50mL
25mL
200mL
1 - 137 3mL
100 L
As
%
mg
C23H27FN40O2 mg
237 nm
SHm
13 7 1000mL
28 pH2.9
1 1 pH3.0=%0.1
3
ML



3500

C23H27FN4O, 410.48 3-[2-[4-(6-

-3-) ]

10g
G3

0.1 g

100 mL
25 mL

4.6 mm

30

2.5
100 L

1-6,7,8,9-

50mL 10

20mL

G3
60 8

1 mL
5 mL

260 nm

10 cm

1-200

22

-1,2-

-

3

60

Mm

-4H-
3
10 mL
10
1.5



A B
0 15 70 - 30 3070
15 20 30 70
20 21 3070 70 - 30
1.5 mL
2
2 mL
20 mL 10 pL
10 pL
5000 2.0
10 pL
2.0
0.5 % lg 105 4
99.0
2- 100 1 70 mL
Olmol/L ImL = 20.53 mg C23H27FN402

23

15

0.15 g

0.1 mol/L



150 mg

pH6.8
(2-1000)
900 mL 50
30 20 mL
0.45m
10 mL 2 mL
(100) (800:200:1) 20 mL
105 4
0.030 g (100)
(800:200:1) 200 mL SmL
SmL
(100) (800:200:1) 50 mL
SmL
(100) (800:200:1) 50mL
289 nm T
s
30 85 %
C20H21NOs
M/éxﬁx@
s C
mg
C20H21NOs mg
pH6.8 0.05mol/L
1000mL 5.25¢
1000mL pH6.8

24



Img

900
2 50
20 L 0.45 pm
10 mL
g
1 - 2
5 mL
5 mL
50 uL
As
30 85
C23H28N20582 HCl1
WSXixixg
A, C 2
Ws
C 1 C23H28N,05S,
234 nm
6 mm 15 cm
40
1 - 500
7
50 UL
2.0
50 uL

25

0.023 g

50 mL

100 mL

100 mL

HCI

mg

5 Um

30

43

At

mg

32

9000



2.0

C23H>sN»05S,  HCl  513.07  (+)-[(2S,6R)-6-[[(S)-1-(

)-3- ]
-1,4- -4-

J-5- 2-(2- )

2

1758 em™ 1733 em™ 1676 cm™ 1496 ¢m™

755 ¢m™ 729 cm! 700 cm™!

0.10 g
200 mL

0.5 %

6 mm 15 cm

40
(1= 500)

1 mL

(1-2)

50 mL

26

(1-2)
10 L

234 nm
SHm

63 37
11

(1-2) 50 mL

(1-2)
10pL



0.07 0.13

10 L
9000 2.0
10pL
6
2.0 %
0.5 % lg
C23H28N205S,
HCl 99.5
0.8 ¢g (100) 7 3 80
mL 0.1 mol/L
0.1 mol/L I mL 51.31 mg C3H,3N,05S, HCI

27



2mg

900 L
2 50 30
20 L 0.45 pm
10 mL
g )
, 0.023 g
1 - 2 50 mL
5 mL 100 mL
5 mL 50 mL
50 uL
At
As
30 85
C23H28N20582 HCl1
WSxixix9
A, C
Ws mg
C 1 C23H23N20582 HCI1 mg
234 nm
6 mm I5 cm 5 Um
40
1 - 500 43 32
7
50 UL
9000
2.0
50 uL 6
2.0

28



C23H>sN»05S,  HCl  513.07  (+)-[(2S,6R)-6-[[(S)-1-(
)-3- ] J-5- -2-(2- )
-1,4- 4- ] :

1758 em™ 1733 em™ 1676 cm™ 1496 ¢m™

755 ¢m™ 729 cm! 700 cm™!
0.10 g (1-2)
200 mL I10pL
0.5%
234 nm
6 mm 15 cm SHMm
40
(1-500) 63 37
11
1 mL
4
5 mL
(1-2) 50 mL 5 mL
(1-2) 50 mL
5 mL (1-2)
50 mL 10pL
0.07 0.13

29



10 L

9000 2.0
10pL
6
2.0 %
0.5 % lg
C23H28N205S,
HCl 99.5
0.8 ¢g (100) 7 3 80
mL 0.1 mol/L
0.1 mol/L I mL 51.31 mg C,3H,3N,05S, HCI

30



4mg

900
2 50
20 L 0.45 pm
10 mL
- 2
5 mL
10 mL
50 uL
As
30 85
C23H28N20582 HCl1
WSxﬁxlx18
A C
Ws
C 1 C23H23N»05S,
234 nm
6 mm 15 cm
40
1 - 500
7
50 uL
2.0
50 uL

31

30
g )
0.023 ¢
50 mL
100 mL
50 mL
Ar
mg
HCI mg
5 Um
43 32
9000
6
2.0



C23H>sN»05S,  HCl  513.07  (+)-[(2S,6R)-6-[[(S)-1-(
)-3- ] J-5- -2-(2- )
-1,4- 4- ] :

1758 em™ 1733 em™ 1676 cm™ 1496 ¢m™

755 ¢m™ 729 cm! 700 cm™!
0.10 g (1-2)
200 mL I10pL
0.5%
234 nm
6 mm 15 cm SHMm
40
(1-500) 63 37
11
1 mL
4
5 mL
(1-2) 50 mL 5 mL
(1-2) 50 mL
5 mL (1-2)
50 mL 10pL
0.07 0.13

32



10 L

9000 2.0
10pL
6
2.0 %
0.5 % lg
C23H28N205S,
HCl 99.5
0.8 ¢g (100) 7 3 80
mL 0.1 mol/L
0.1 mol/L I mL 51.31 mg Cy3H,3N,05S, HCI

33



25mg/g

0.2¢g pH6.8
1—2 900mL 2 75
15 20mL
0.45pm 10mL
80 2 0.022¢g pH6.8
1—-2 100mL 5 mL
pH6.8 1-2
200mL
284nm AT
AS
15 85
CisH7NaO3; S 1/3 H,O
W A 14
Wr As C 2
WS mg
WT g
C 1g CisH{7NaOs S 1/3 H,O mg
CisH;7NaO3; S 1/3 H,O 306.35 3-
-7- -1- 1/3
10g 30mL
(99.5)
(99.5)2mL 3 (99.5)
(99.5)5SmL 2
80 2
(1) 1—4000
580nm
1—200000

34



237 24Inm 283 287nm

293 297nm
2)
2950cm™  1576¢m™
1385cm™  1179cm’ 1047cm’™
(3)
1—50
'H 1.4 A
03.0 B 67.2
C 07.7 D 08.0
E 68.3 F 89.2
G
A B C D E F G 9 3 1 1 1 1 1
(1) 1 5 1,3 5
0.020¢g
100mL 1 5
0.010g 1,3 5
0.010g 100mL ImL
50mL ImL
50mL
20ul
1
1
1,3
5 1,3
5
285nm
4.6mm I5cm Sum
20
0.02mol/L pH6.0
1 4
1 5 9

35



(2)
100mL

0.02¢

100mL

100mL

7

25mL

3

0.25

4.6mm

20
0.02mol/L

20uL
1,3

20uL

ImL
SmL

0.25

285nm
15cm Spum
pH6.0
12
SmL
20uL
15 25

0.01g
25mL

36

20pL

20uL



2.0

20uL 6
5
1.0 0.5¢ 80 2
99.0 0.3g
30mL 12mL 100mL
(H )2g 15mm
1 S5mL 50mL
0.05mol/L
0.05mol/L ImL 15.318mg C;sH;7NaO3S
1/3 H,O
1 5 CisHig
(1) 1—4000
615nm
1—400000
279 283nm
(2)
2950cm’™’ 1572cm’™
0.10g SmL
ImL 100mL
SuL
n 5 1
10cm 254nm
1,3 5 Ci7Ha2»

37



(1) 14000

640nm
1—400000
282 286nm
(2)
2950cm’™ 1572¢m™
0.10g SmL
ImL 100mL
SuL
n 5 1
10cm 254nm
0.02mol/L pH6.0
2.7¢ 1000 L
7.2¢g 1000 L
pH6.0

38



10mg/g 4905A 1 4FCO7H
4amg 4905B 2MCO04H
100mg/g  |4910A A IP2S
3mg 4913A ZET11HX
AU10
250mg 4923A 3013
Img 4935A 201
10mg/g 5204A 398BCB
1mg 5204B Img |[437ABK
2mg 5204C 2mg |402ABJ
3mg 5204D 3mg |011CCE
150mg 5301B 150mg KO001A
1mg 5311A 1mg PMO001
2mg 5311B 2mg PE187
4amg 5311C 4mg NP024
25mg/g 5317A A27H

39




(pH)
(1om)
10mg/g 1.2, 4.0, 6.8 50 |[4905A
4mg 12,40, 6.8 50 |4905B
100mg/g 40 |1.2, 6.8, 50 |4910A
3mg 6.8 |12, 4.0, 50 |4913A
250mg 12,40, 6.8 50 |4923A
1mg 12,40, 6.8 50 |[4935A
10mg/g 1.2,4.0, 6.8 50 |[5204A
1mg 12,40, 6.8 50 |5204B
2mg 12,40, 6.8 50 |5204C
3mg 12,40, 6.8 50 |5204D
150mg 6.8" [1.2, 4.0, 50 |5301B
0.2
1mg 12,40, 6.8 50 |[5311A
2mg 12,40, 6.8 50 |5311B
4mg 12,40, 6.8 50 |5311C
25mg/g 6.8 |12, 4.0, 75 |5118B
900mL

pH1.2

pH4.0 0.05mol/L

pH6.8 N

pHG6.8** Mcllvaine 0.05mol/L 0.025mol/L

pH6.8
Mcllvaine 0.05mol/L 0.025mol/L
pH
10 7 15
595

40
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