0816001

16 8 16
15 1 31 3 15 4 22 175
15 7 25 265
15 5 2 15 7 22 15 10 27
1 2 3
10 9 9 790

16 11 16



dl-
10mg/g 20mg/g 4mgl/g 3mg 7mg 1.5mg
50mg 250mg
100mg 200mg
100mg 200mg
75mg
750mg/g
25mg 50mg 100mg
10mg 20mg
667mg/g
25mg 50mg
25mg 50mg
250mg
50mg
200mg
250mg/g
75mg 150mg
250mg
10mg 100mg
1.044mg
5mg 10mg



10 mg/g - 20 mg/g
4 mg/g
g 900 mL 2
50
15 60 20mL 37+ 0.5
20mL 0.454 m
10 mL
0.022g 100 mL
A dl- 105 3
0.022g 100 mL B
105 3 0.022¢g
100 mL C AS
mL B 10 mL C 2 mL
100 mL 50uL
ATy
Ag, dl- ATy Asb
Are(n) Asc
15 dl-
60 70 75
70
1 CisH23NO; H3PO4
(%)
Ws, At, 1
= X X X 45
Wr Asa Ca
1 dl- C11H;7sNO HCI
(%)
Wy, ATy 1
= X X x 90

WT ASb Cb



CisH19CIN, C4H404

dl-

dl-

dl-

(%) n=1 2
1 n-1 1 1
X Atc(n) > Ay X ——  x —— x 18
Asc =1 90 C.
(mg)
(mg)
(mg)
dl-
(2)
C18H23NO3 H3PO4 (mg)
dl- C11H17NO HCl (mg)
C16H19C1N2 C4H4O4 (mg)
254nm
4.6mm 10cm SHm
(1 -1000) (3-1000) /
21
6
S50pL
dl-
3000 2.0
50 L 6
dl-
2.0
C18H23NO3 H3PO4 99.0
dl-



1.5 mg
900 mL
50 15
0.45um
100 mL 4 mL
A dl-
0.019¢g
0.021g 100 mL
25 mL C
B 2 mL C 5mL
100 L
Ay Asp
ASc
15 dl-
75
CisH23NO3 H3POy4
ATa 1 72
= W, X x X
ASa Ca 5
dl- Ci1H{sNO HCI
Aty 1
= Wy, X X X 36
Asp Co
Ci6Hi19CIN, C4H404
ATC 1 36
= Wsg, X X X
ASC Cc 5
WSa
Wy, dl- (mg)

7 mg
2
20mL
10 mL
0.021g
25 mL
105 3
100 mL B
105 3
2 mL
A 5mL
50 mL
ATa ASa dl-
ATc
(%)
(%)
(%)
(mg)



W, (mg)

Ca 1 C18H23NO3 H3PO4 (mg)
Cb 1 dl- C11H17NO HCI (mg)
Cc 1 C1(,H19C1N2 C4H404 (mg)
254nm
4.6mm 10cm S5um
40
1- (1-1000) (3 - 1000) /
21
dl- 6
100 L
dl-
dl-
3000 2.0
100p L 6
dl-
2.0

CisH23NO3 H3PO4 99.0

dl- dl-



50mg

900 mL

50
0.45ym

85%

20mL
10mL
Ar As
15
A 1
= Ws x L x —x 300
As C
Ws
C 1

6mL

50mL

100mL

%

mg

2
15
20mL
0.017g
5 L
276nm

mg



250mg

1 900 mL
50
20mL 0.45pum
10mL 3mL
50mL
Ar Ag
15 85%
A 1
—Ws x 2L x —x 1500
As C
Ws
C 1

100mL

%

mg

mg

2
15
50
0.017¢g
5
276nm



100mg a

pH6.8 N
900mL 50
15 20mL 0.45u m
10mL mL
pH6.8 N 20mL
60 0.022¢g
10mL pH6.8 -
200mL mL pH6.8
5 20mL
pH6.8 =
279nm T
s
15 85%
(C17H21NO3) (%)
1
X x —x 450
Ws (mg)
C (C17H21NO3) (mg)
Ci7H,NO3; 287.35 () 1,8 1,3,4,9
34 b 1
g -~ 10 10mL

60

3350cm™ 2970cm™ 1746cm™ 1413cm™ 1035cm™
749¢cm™
0.10g 10mL
mL 200mL

0.5 100mL



30
10pL
(100)

0.5
99.0%
(99.5)50mL

0.1mol/L

2.5
1,4
60 17 15

254nm

g 60
0.3g
0.1mol/L

mL 28.735  C17H21NO3



100mg b

1 pH6.8 1-2 900 mL
2 50 30
20mL 0.45um
10mL 4mL pH6.8
1-2 20mL
60 4 0.022¢
10mL pH6.8 1-2
200mL 4 L pH6.8
1-2 20mL
pH6.8 1-2
279nm Ar Ag
30 85%
Ci17H21NO3 %

= Ws xﬂxl—x450
As C

Ws mg
C 1 C17H21NO3 mg
Ci7H2NOs  287.35 (= )-1,8- -1,3,4,9
[3,4-b] 1
lg 7-10 10mL

60 5

3350cm™ 2970 cm™ 1746 cm™ 1413 cm™ 1035
cm’ 749 cm’!
0.10g 10mL
1mL 200mL



2cm
30
10pL
(100)

0.5% lg

0.1mol/

0.1mol/

4 1 100mL
3cm
2.5cm
1,4-
60 17 3 15cm
254nm
60 4
0.3g (99.5)50mL
ImL 28.735mg C17H21NO;

10



200mg a

- 10

pH6.8
900mL 50
15 20mL 0.45u m
10mL mL
pH6.8 R 20mL
60
10mL pH6.8
200mL mL
N 20mL
pH6.8
279nm
S
15 85%
(C17H21NO3) (%)
1
x —x —x 900
Ws (mg)
C (C17H21NO3)
Ci7H2NOs 287.35 () 1,8
34 b
g
60
3350cm™ 2970cm™ 1746cm™
749¢m’!
0.10g 10mL

mL

11

(mg)

1413cm™

0.022¢g

pH6.8

1,3,4,9

10mL

1035¢m™

200mL



30
10uL
(100)

0.5
99.0%
(99.5)50mL

0.1mol/L

0.5 100mL

2.5
1,4
60 17 15
254nm

g 60
0.3g
0.1mol/L

mL 28.735 C17H21N03

12



200mg b

1 pH6.8
2 50
20mL 0.45um
10mL 2mL
1.2 20 L
60 4
10mL pH6.8
200mL 4 L
152 20mL
pH6.8 1-2
279nm
30 85%
C17H21NO3
AT 1
=Ws x x —x 900
C
Ws mg
C 1 Ci17H21NO3
Ci17H21NOs  287.35 (% )-1,8-
[3,4-b] -1
lg
60 5
3350cm™ 2970 cm’!
cm™! 749 cm’!
0.10g 10mL
1mL

13

1.2 900 mL
30
pH6.8
0.022¢g
1.2
pH6.8
Ar Ag
%
mg
-1,3,4,9
7510 10mL
1746 cm™ 1413 cm™ 1035
200mL



2cm
30
10pL

(100)

0.5 lg
99.0%

(99.5)50mL
0.1mol/

4 1 100mL
3cm
2.5cm
60 17 3 15¢cm
254nm
60 4
0.3g
0.1mol/
ImL 28735mg Ci7H21NO3

14

1,4-



75mg

pH6.8 N
900mL 50
15 20mL 0.45 um
10mL mL
pH6.8 . 20mL
0.1g
0.021g
100mL mL pH6.8
N 100mL
pH6.8 N
235nm
T
15 85
Ci19H17NOs
“wsx 2 L 360
As C
Ws mg
C C19H]7N05 mg
CioH{7sNOs 339.34 3.4- 4- -5-
20.0g 5925000 1000mL
12 95mL
800mL 275200 140mL
1731cm™ 1611cm™ 1514ecm™ 1434cm™ 1251cm’ 833cm’!
144 150

15



0.05¢
mL
10p L

20 16
254nm

2.0 0.1g

99.5 50mL

0.1mol/L

CeH4(CH3),

d¥ 0.858 0.863
98.0

HCOOC,Hs

38 0.920 0.924
97.0

mL
20mL
20mL
p_
10cm
99.0
0.1mol/L

mL 33.934mg C19H17N05

16

mL



1-2

4 mL
10 mL

Ws  Ar
X

“Wr

105

mL

750 mg/g

l g pH 6.8
900 mL 2
45 20 mL
10 mL
pH 6.8 1-2
80 3 0.03 g
99.5 5SmL pH 6.8
100 mL
pH 6.8 152
264 nm Ar
75 %
C,1H39N,OgS (%)
1
x—x2250
C
(mg)
g
C21H30N,05S (mg)
C21H30N20881470.54 (—)—(S)-2—
) 1-4-( )

3280 cm’!, 1754 cm™, 1630 cm™!

108
0.12 g 20 mL
100 mL

20p L

1/5

17

50
0.5pum

As

N-[3,4-

1273 ¢cm’!



254 nm

4.6 mm 15 cm
40
272 ¢ 1000 mL
pH 2.5 600 mL
400 mL
8
2.5
2mL 10mL
20u L
10 30
0.075 g
0.012 g 200 mL 10 mL
30 mL 20 uL
6
20pL 6
2.0
0.5 % lg 80 3
99.0 % 05 ¢g
10 mL 70 mL 5 10
1 1-2 2
1-2 2
5 10 0.1 mol/L
2
0.1 mol/L 1mL 23.527 mg C21H30N2088

18



25mg

20mL
10mL
105
100mL

mg

(3 ’4_
9 1

50mL

24

1mL

1 900mL
50 15
0.45 pm
2 0.028
S5SmL 50mL
277nm
15 80
CooH,7NO, HCI
1
:stﬁx—x%
A, C
Ws mg
C C,oH,7NO, HCI
C,0H,7NO4 HCl 381.89 (+ )-1-
) -3-(m- )-2-
10g  2-
2- 9 1
3330cm™ 2960cm™ 1602em™ 1268cm™ 1029¢m™
819¢m™!
138 141
0.10g 5mL
ImL 100mL
20mL

19



10pL

95
20 4 1 12cm
4-
105 15
1.0 1 105 2
99.0 105 2 0.12g
100 50mL 2mL
0.02mol/L
0.02mol/L ImL 7.638mg C,H,7;NO4 HCI

20



50mg

1 900mL 2
50 15 20mL
0.45 um 10mL
S5SmL SmL
105 2 0.028
100mL 5mL
50mL
277nm
15 75
C20H27NO4 HC]
1
w2 Lo
A, C
Ws mg
C C20H27NO4 HCl mg
C,0H,7NO4 HCl 381.89 (+)-1- (3.4-
) -3-(m- )-2-
10g  2- 9 1 50mL
2- 9 1
24
3330cm™ 2960cm™ 1602em™ 1268cm™ 1029¢m™
819¢m™!
138 141
0.10g 5mL
ImL 100mL ImL
20mL

21



10pL

95
20 4 1 12cm
4-
105 15
1.0 1 105 2
99.0 105 2 0.12g
100 50mL 2mL
0.02mol/L
0.02mol/L ImL 7.638mg C,H,7;NO4 HCI

22



100mg

1 900mL 2
50 15 20mL
0.45 pm 10mL
SmL 20mL
105 2
0.028 100mL 5mL
50mL
277nm
15 75
C20H27NO4 HC]
1
W L a0
A, C
Ws mg
C C20H27NO4 HCl mg
C,0H,7NO4 HCl 381.89 (+)-1- (3.4-
) -3-(m- )-2-
l0g 2- 9 1 50mL
2- 9 1
24
3330cm™ 2960cm™ 1602cm™ 1268cm™ 1029¢m™
819cm™!
138 141
0.10g 5mL
1mL 100mL ImL
20mL

23



10pL

95

20 4 1 12cm

4-
105 15
1.0 1 105 2
99.0 105 2 0.12¢
100 50mL 2mL

0.02mol/L

24



10mg

1
50
0.45 pm
4
100mL
100mL
Ar
15 &5
C6H9NO6
A
= W x T w—x45
As
Ws
C 1
4.6mm 15cm
40
11000
ISpL
2000 1.5
ISpL
C6H9N06

900mL

15 20mL

0.022¢g
SmL
ISpL

As

mg
C6H9N06 mg

214nm
SUym

4.5

191.14 1,4:3,6-

10mL



0.5 um
/ 3
4
3230cm ' 3000 2880cm ! 1647cm !
1633cm ' 1452cm ' 1282cm ' 1090cm ! 849cm !
89 92
(1) 0.050g 5mL
ImL 100mL
S5mL 50mL
10uL
Ari Asg
0.1% 0.2%
=ATin
AS
f
f
1.00 1.0
1,4:3,6- -D- 2.
1.00 0.9
1,4:3,6- -D-
0.63 4.0
f 1.00
214nm
4mm 15cm SHm
40
151000 / 4 1
4.5

26



2mL
10pL
10uL
2000 1.5
10uL
(2) 1.0g
ImL
4mm 25¢cm
25
/ 9 1
2
2mL
20u L
0.05mL
10mL 20u L
20UL

27

20mL
5 15
6
2.0
10mL
200mL
20uL
0.2
1/5
SHm
16
10mL
15 25
0.01g
2.0
6
2.0



0.5 lg 4

0.1 0.5¢
99.0
10mL
3g 40mL
0.05mol/L 25mL
5
1-2 15mL 20mL
100mL
0.1mol/L
0.05mol/L ImL 19.114mg CsHyNOg

28



20mg

50
0.45 pm
S5mL
0.022¢
S5mL
ISpL
At A
15 85
CsHoNOg

Ws
C 1
4.6mm 15cm
40
11000
IS5pL
2000 1.5
I5pL
Ce¢HoNOg

900mL 2

15 20mL

10mL

100mL
100mL

mg
C6H9N06 mg

214nm
SHm

4.5

191.14  1,4:3,6-

10mL



0.5

gm

3230cm ' 3000 2880cm ' 1647cm
1633cm ! 1452cm ' 1282cm ' 1090¢m ! 849cm !
89 92
(1) 0.050g 5mL
ImL 100mL
S5SmL 50mL
10uL
Arj
Ag
0.1% 0.2%
:ixf
S
f
f
1.00 1.0
1,4:3,6- -D- 2-
1.00 0.9
1,4:3,6- -D-
0.63 4.0
f 1.00
214nm
4mm I15cm SHm
40
151000 / 4 1

30

4.5




2mL
I0pL

10uL

2000 1.5

10pL

(2) 1.0g
ImL

4mm 25cm

25

2mL
20 L

0.05mL
10mL 200 L

20uL

31

20mL
5 15
6
2.0
10mL
200mL
20uL
0.2
1/5
SHm
16
10mL
15 25
0.01g
2.0
6
2.0



0.5 lg 4

0.1 0.5¢
99.0
10mL
3g 40mL
0.05mol/L 25mL
5
1-2 15mL 20mL
100mL
0.1mol/L
0.05mol/L ImL 19.114mg CsHyNOg

32



667mg/g

1.5¢g
2 50
20 mL 0.5 um
10 mL
10 mL
02¢g
0.022 g
20 mL 5 mL
mL
As
30 80 %
C20H27NaOsS 5H:20
Ws Ar 1
= % 4500x1.224
Wr As C
Ws
Wr (2)
C 1g

1,2,3,4,4a,9,10,10a-
-1-

mL 40 50
/75%RH 48

0.010 g
mL

900 mL

2 mL

271 nm

(mg)

C20H27NaOsS 5H20

C20H27NaOsS 5H20:492.56

-1,4a-
6-

20g

10 mL

33

-7-(1-

10 g
10
60 5

3500 cm™', 2950 cm™', 1685 ¢cm™

20 mL

30

(%)

(mg)

25

At

(+)-(1R,4aS,10aR)-

)-6-

7 3 100

10

200 mL

1195 ¢cm’!

25



100 mL

20pL
1/3
225nm
4.6 mm IS5 cm
40
13.6 g 1000 mL
pH 3.0 730 mL 270
mL
8
2
2mL 10mL
20u L
10 30
0.02 g
1-75 2mL
10 mL I mL 20 mL
20 pL
6
20pL 6
2.0
18.0 185% 0.2¢g
C20H27NaOsS  402.48
99.0 % 1.2 ¢g 30 mL
30 mL 0.1 mol /L
4
0.1 mol/L 1 mL 40.25 mg C20H27NaOsS

34



25mg a

35

1 1 900 mL
2 50 45
20 mL 0.5 p
10 mL
105 3 0.028¢g
50 mL 1 100 mL
5mL 1 50 mL
1
283 nm At
As
45 75%
C24H28N203 %
=Ws x Ar X L>< 90
As
Ws mg
C C24H28N203 mg
C24H28N203 39249 £+ - 1- [4- (2-
) I- 3- (1- ) - 2-
10 g 95 90 mL
G2
95
105
1502cm ' 1269 cm™ ' 1242 cm ! 1104 cm
-1
0.10g 60mL
6.80¢g 900mL pH 2.0
1000mL 100mL ImL
/ 3 2 100mL
(1) (I)2mL / 3 2
10mL 2)
(2)10p L



1/2
(1)
1/2
283 nm
4.0 mm 15 cm SHm
25
6.80 g 900mL
1510 pH 4.0
450 mL 550 mL
10
(I)2mL ,
20mL 10p L
(1) 7 13%
0.10g 1- 0.03g
6.80 g 900mL
pH 2.0 1000mL
100mL 10p ,
1-
()10 ,
0.5 lg 105 3
99.5 02 ¢
50 mL 0.1 mol/L
0.1 mol/L I mL 39.249 mg  C24H28N203

36

(2)

(3:2)

60mL

3.0%



25mg b
1 900mL
2 50 60
20mL 0.5um
10mL
105 3 0.028¢ 50mL
1 100mL SmL
1 50mL
283nm A A
60 75
C24H28N,03
W xixlx%
As C
Ws mg
C C24H23N,03 mg
Co4HogN,O3 39249 + - 1- [4- (2-
) - 3- (1- ) -
10 g 95 90 mL
G2
95
105 3
1502cm™ ' 1269 cm™ ' 1242 cm ! 1104 cm !
0.10g 60mL 6.80g
900mL pH 2.0 1000mL
100mL ImL
/ 3 2 100mL (D)
(1)2mL / 3 10mL
(2) (1) (2)10p L

37



(2) 1/2
(1)

1/2
283 nm
4.0 mm 15 cm SHm
25
6.80 g 900mL
1-10 pH 4.0 1000mL
450 mL 550 mL
10
2
(1)2mL / 3 2
20mL 10pL
(D) 7 13%
0.10g 1- 0.03¢g 60mL
6.80g 900mL
pH 2.0 1000mL 100mL
10 I-
3
)10 6
3.0%
0.5 lg 105 3
99.5 02 g
50 mL 0.1 mol/L
0.1 mol/L I mL 39.249 mg Cy4H,3N,0;

38



50mg a

39

1242 cm™ !

1 1
2 50
20 mL 0.5 p
10 mL 5
1 10 mL
105 3 0.028¢
1 100 mL
1 50 mL
283 nm
45 75%
C24H28N203
A 1
— Ws x —— x —x180
As
Ws mg
C C24H28N203
C24H28N203  392.49 + - 1- [4- (2-
) - 3- (1- ) - 2-
10 g 95 90 mL
95
105 3
1502cm™ ' 1269 cm™ !
-1
0.10g 60mL
6.80 g 900mL pH 2.0
1000mL 100mL
/ 3 2
(1) (I)2mL
10mL (2)
(2)10p L

900 mL

45

50 mL
5 mL

Ar As

mg

G2

1104 cm

ImL

100mL

3 2
(1



(2)

60mL

1/2
(1)
1/2
283 nm
4.0 mm 15 cm S5Uum
25
6.80 g 900mL
1-10 pH 4.0 1000mL
450 mL 550 mL
10
2
(I)2mL , (3:2)
20mL 10p L
(1) 7 13%
0.10g 1- 0.03¢g
6.80 g 900mL
pH 2.0 1000mL
100mL 10 ,
1- 3
(2)10p : 6
3.0%
0.5 lg 105 3
99.5 02 g
50 mL 0.1 mol/L
0.1 mol/L I mL 39.249 mg C24H28N203

40



50mg b

1 900mL
2 50 60
20mL 0.5um
10mL 5mL 1
10mL 105
3 0.028 50mL
1 100mL 5mL
1 50mL
283nm
A As
60 75
C24H28N,03
Wy xixlx180
A C
W mg
c C24H23N2 03 mg
CaHpsN,O3 39249 + - 1- [4- (2-
) 1- 3- ( 1- ) - 2-
10 g 95 90 mL
G2
95
105 3
1502cm™ ' 1269 cm™ ' 1242 cm™ ! 1104 cm™ !
0.10g 60mL 6.80g
900mL pH 2.0 1000mL
100mL 1mL
/ 3 2 100mL (1)
(1)2mL / 32 10mL
(2) (1) (2)10p L

41



(2) 1/2
(1)

1/2
283 nm
4.0 mm 15 cm SHm
25
6.80 g 900mL
1-10 pH 4.0 1000mL
450 mL 550 mL
10
2
(1)2mL / 3 2
20mL 10pL
(D) 7 13%
0.10g 1- 0.03¢g 60mL
6.80g 900mL
pH 2.0 1000mL 100mL
10 I-
3
)10 6
3.0%
0.5 lg 105 3
99.5 02 g
50 mL 0.1 mol/L
0.1 mol/L I mL 39.249 mg C,4H,3N,0;3

42



250mg

1 900mL 2
50
15 25mL 0.45pm
10mL
0.67kPa 40°C 4
0.028g 100mL
10mL IT
1—-20 10mL  pHS8.2 40mL SmL
10mL 11
1—-20 10mL  pHS.2 40mL S5mL

580nm 410nm

At Ag Aty As
15 85%
CeHsNs 2HCI %
_wsx AT An 1900
A51_Asz
Ws mg
1 C6H18N4 2HCI1 mg
CeHsNs 2HCI 219.16 N,N’- 2-
-1,2-
99.5
99.5
0.67kPa 40°C
0.67kPa 40°C 4
3215cm
2121cm™’ 1641cm™ 1620cm™ 1556cm™ 1502¢m™ 1116¢m™
1—50 3-
-dy
'H 02.9ppm

43

-1



A 03.0ppm B 03.1ppm

C A B C 1 11
1—100
0.10g 10mL
SmL 50mL
3mL 100mL
3ul 2
1 2- / 28
3 2 6cm
130°C 5
28 /
/ / 99.5 10 4 3 3
6cm
130°C 5

(CeH sNs  2HC1)98.0%

0.22¢ 0.1mol/L 10mL
9—-20 2mL pH4.8 10mL 50mL
1—4 0.1mol/L 11
( )
lg 0.67kPa 40°C 4
0.1mol/L 11 ImL 21.92mg C¢HsN4 2HCI
pHS.2
20.74¢g 6.75¢g 0.535¢g
400mL
12 pH8.2+0.05 500mL
C6H807
0.3g 1- 100mL 100 3mL
0.1mol/L I1
1000mL II Cu(NOs3), 3H,O 241.60 24.16g

44



II

ImL pH4.8

0. 05mol/L
0.1mol/L

IT

24.2¢g
11 10mL
1—4
(
I1 0.5mL

CU(NO3)2 3H20

45

1000mL

9—20
20mL 70mL

0.05mol/L

)
1mL



50mg

| pH 6.8
900mL 2 50
45 20mL 0.45u m
10mL 2mL
pH 6.8 152 20mL
60 3 0.022¢g
10mL pH 6.8
-2 100mL SmL
152 200mL
398nm
45 75
CisHisNOs
X ﬁ X ﬁ
Aq C
Ws mg
C CisHi3NOs
CisHizNO; > 99.0

46

mg

N,N-

pH 6.8



200mg

900mL
50 30
20mL 0.45p
10mL mL
50mL
105 0.022¢g 14100
mL 100mL mL
- 1000 50mL
- 1000
295nm
30 70
(C12H15N30,S)
Ar 1
W X — x — x 900
As C
Ws mg
C (C]zH]sN}OzS) mg
Ci12HisN3O0,S  265.33  5-( )-2-
2670cm™ 1713 em™ 1632
cm’! 796 cm’!
0.10 100 10mL
mL 100 100mL
10pL
100
10cm
254nm
0.5 105
0.20

47



99.0
100 50mL

0.1mol/L

0.1mol/L

mL  26.533mg C;2H5N30,S

48

0.4



250mg/g

lg
50
0.45 pm
10mL SmL
200mL
24
100mL
200mL
1
243nm At
15 85%
CeHsOg
— % X & X i x 900
Wh
Ws
Wr
C lg

49

900mL
15

28mg
SmL

As

%

mg

C6H806

mg

20mL



15 20mL

200mL

15

A

900mL 2

:WSx—Txix450
As C

Ws

4.6mm

40
0.05mol/L
pH 7.5

2.0

50
0.45pPum
10mL
0.017¢g
20p
T S
80%
C1sH33CIN,Os5S HCI1 %
[mg( )]
Ci3H33CIN,O5S HCI
[mg( )]
210nm
15cm S5Um
8mol/L
550mL 450mL
7
20uL
3000
20uL 6

2.0%

50



150mg

%

1 900mL 2
50
30 20mL 0.45pPum
10mL S5mL
10mL
0.017¢g 200mL
20uL
T S
30 80%
C13H33CIN,OsS HCI1
Ar 1
=Wsx —x—x900
As C
Ws [mg( )]
C 1 Ci13H33CIN,OsS HCI
[mg( )]
210nm
4.6mm 15cm SHm
40
0.05mol/L 8mol/L
pH 7.5 550mL 450mL
7
20pL
3000
2.0
20pL 6
2.0%

51



250mg

1 900mL
50
20mL 0.45 um
10mL
0.028¢g
100mL
T S
30 85%

Ci1sH34N,06S HC1 H,0

Ar 1
=Wsx —x—x900
s C
Ws
C 1
mg( )
210nm
4.6mm 15cm
25
0.01mol/L
5
25uL
2.0
25puL
0.01mol/L
1.420g

52

25uL

%

mg( )
C] 8H34N206S HCI HzO

SPHm

1:1

2000

2.0

1000mL

30



10mg 100mg

1.044mg
1 900mL
2 50 90
20mL 0.45 U m
10mL
0.011g
100mL A
105 2
0.011g 100mL B
4
0.0l1g A 1mL
B 10mL 100mL
20p L
ATa ATb
ATc
ASa ASh ASC
90
85 80 80
Ces2H89CoN13015P  C2H 402 %
_WSax ATaXL><9
ASa Ca
Ci2H17N504S %
= xATbex90
A Cb
CsH11NOs HCI %
“weex A€ L 900
A Cc
WSa
mg
WSh mg

53



WSc

Ca 1
mg
Cb 1
Cc 1
4.6mm
25
1-
300mL

mg
(Ce2Hg9CoON13015P  C2H402)

(C12H17Ns04S) mg
(CeH11NOs HCI) mg
210nm
I5cm SHYm
l.1g 1000mL
900mL
3
20pL
2
20pL 6
2.0

(C12H17N5045)99.0

54



Smg 10mg

2 50
20 mL
10mL
20mL
105 2
150mL
200mL 10mL
200mL
10pL
Aty Asp
45 85
(CgH;1NO3; HCID)
Aty 1
Wg, X X x 45
ASa Ca
C 17 20 4 6)
ATy 1
WgpX X x 22.5
Agp Cy
Ws, mg
Wsy, mg
C, 1 (CgH;1NO; HCID)
Cy 1 (C17H20N40¢)
( 230nm)
4.6 15

0.05mol

55

900mL

0.45um
10mL

0.022¢

mL

85

¢ )

)

mg

SHm



760mL 240mL

10pL

10pL

56

3.0



10mg/g 4956A 2G11
dl- 20mg/g
4mglg
3mg 4956B 2H81
7mg
1.5mg
50mg 5106A Y 133-1
50mg
250mg 5106B Y 258-1
250mg
100mg 5202A |a: 100mg | 102801
5202A |b: 100 1731
200mg 5202B |a: 200mg | 254701
5202B |b: 200 230-3
75mg 5203A 75 J212
750mg/g | 5207A 27045
25mg 5208A 25 0102
50mg 5208B 50 0083
100mg 5208C 100 0033
10mg 5209A 10mg CMO019
20mg 52098 20mg CL401
667mg/g | 5210A 31037
25mg 5213A |a: 25mg |[FVA13J
K
5213A 25 1XC31
50mg 5213B |a: 50mg |FVB11J
M
5213B |b: 50 28C2y
250mg 5214A 250 210228
50mg 5215A 349FD
200mg 5217A 1101
250mg/g | 5222A 25% 0257
75mg 5223A FLO84
150mg 5223B EP404
250mg 5224A ET236
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10mg 5234A 2L 008A
100mg

1.044mg

5mg 5237A 0309
10mg

58




(pH)

10mg/g 12,4.0,6.8| 50 |4956A
dl- 20mg/g
amg/g
3mg 1.2,4.0,6.8| 50 [4956B
7mg
1.5mg
50mg 1.2,40,6.8| 50 |5106A
250mg 12,40,68| 50 [5106B
100mg 6.8 (1.2, 4.0, 50 |[5202A
200mg 6.8 (1.2, 4.0, 50 (5202B
75mg 6.8 |1.2, 4.0, 50 |5203A
750mg/g 6.8 |1.2, 4.0, 50 |5207A
25mg 1.2,40,6.8| 50 |5208A
50mg 12,40,68| 50 [5208B
100mg 12,4.0,68| 50 [5208C
10mg 1.2,4.0,6.8| 50 |[5209A
20mg 12,40,6.8| 50 |5209B
667mg/g 12,40,6.8| 50 |5210A
25mg 12 |4.0, 6.8, 50 |5213A
50mg 12 |4.0, 6.8, 50 (5213B
250mg 1.2,4.0,6.8| 50 [5214A
50mg 6.8 (1.2, 4.0, 50 [5215A
200mg 12 |40, 6.8, 50 |5217A
250mg/g 12,40,6.8| 50 |5222A
75mg 12,40,6.8| 50 |5223A
150mg 12,40,68| 50 [5223B
250mg 1.2,4.0,6.8| 50 [5224A
10mg 1.2,4.0,6.8| 50 [5234A
100mg
1.044mg
5mg 12,40,6.8| 50 |5237A
10mg
900mL
pH1.2
pH4.0 0.05mol/L
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pH6.8 5

Mcllvaine 0.05mol/L 0.025mol/L
pH

10 7 15
595

60



g B E ¥
TR 162 10H 8 B

HFEERREHEER #HFT

BEAFEBEEERELFHEEETENR

ERAERLOMEBHOICR I ANELRER () FOFTERICONT

R 1658 B 16 BERSTERE 0816001 S HEEEEERERREY (ERAEELOLEE
SEMICAR D AKEHEER () ElHoWT] TR EBURIMNREDELEOT, B
WERFNELEIETESF LA LSBRENNELET,

1. BIER1., =/ UV RF w b 50mg BEOEEESOIE
= B CFHRRERETIE)

TNV RE y MBS [TV LR U LA E » MEIES : CsHENOsS: @ 319.40
Zy b, BEL, BEBELELDFER|_S [(1Z2E)2AFV3-Txm=AT Az
THEE, /UL AZ w b {CH NG| D] d-FdF V2 F A%V 3-F7V ) DB
S2) 99.0%LEEESHLHD. BT, FROEBICHEETH LD,
ik AR ~TEnEVWEoRFEUTE
EtEDHRETH D,
TERREAER

(1) REDRAF /—AEHE (1 — 200000)
Iz, A MEENERERICE DRI A
2y M ARBET S L &, 1EE 234 ~ 239 om,
290 ~ 294 nm K TF387 ~ 392 nm 2B DR
RErd.

(2) REEFEEL, FRIMBRALT b A




EHEDEEA ) O LEFNEIL LV RBEITS
L&, WH1748 cm’, 1685 cm’, 1564 cm’ K&
U 1183 om FHFIZ RN EFRD 5,

Bl 222~227C

PUEEER EBME ASH 0.02g & NNV
AFAFRNLT I K mL WML, SKEHAR
E4n (1—400). BHBHERI y Licok,
KOEHTREI n~v h 75 7HKIZE YRR
2ITH, REBROZLADY—/ Ei® B
BBl AlElL, BEESEEICEIDE
hoDEZRDDH L&, 27-BEEE 0.2%L
T, ZEEE 01%LL T T, F—7 B ORI
YADE =713 0.I%UTTHD. Fi, &
—Z PN D — 7 D-EHEEE O%UTTH
B.

PR N3 XTHEEFER o LD
NN-DAFBRA LT I FEEHE (1 — 100)
RERL

fthgs - SRR NER (MIEEE : 280 nm)

AZ5 HAE4E6mMm, EE I5enDAT L
AEICS ymOEBEIa< NI 7HAL IS
FTINY Y A ) BEVEFRTATS.
BT LEEE . 25 CREED—ERE

R . UYEE_kEEA Y U A 6.8 p iZAKEMN
ZTEEHL 1000 mL & Ui-igic, fEk) B
KEZF I T A 7g ZkZEME CEML
1000 mL & U7i&#® pH 6.5 WD E TML-
B/ 7Ebr=FrDNEE 2:1)

il : =V LR F o b OESEFEMSE 12 45
W25 L ISR S,

AR e B Y— s DNz UL L
A v b ORFEEE O 3 £ OHER

AT NEEE

BEHDORERE : A& 0.020 & NN-TPAFAEN
LTI F8mLZiE L, PHEHEREK 2 mL %
A5, ZOFEE \ml #EREICEY, NN-2
AFNRNLT I Faiix CERIKE 100mL &
L, Y27 b OMERAFRL TS, VAT A
OERRFHEE ImL 2 EHEICEYD, NN-UAF
VAR LT 2 FEMZ TIERIC 10mL 295,




IOW3 u LIbEBEz AL LAEy FOE
— 7D, VAT AOUERERBEO T L
VAZ v bDE— 7 ED 7 ~ 13%IC7#5 2
L ERTERTS.

VAT LOWRE . VAT LOMEREBEBK 3
Lico&, FEROEGTHRIETIEE, AR,

FIZIESE DJEICEHR L, w408 1.5
LETHB.
YATAOBERYE . VAT LOMRRBE 3

u Lito&, bFFEOEHCRIRE ¢ Ei#VIE
FTEE, TSNV LRFy FOY— JHFEDIR
EEREIT 2.0%UTTH 5.

HRIREE - 02%LLTF (1 g WE, U B 50, 60
°C, 3 HEED

BE 99.0%ELE.  EEWE EKREPEHEL,
ZTDH 0015 g BBHICEY, = F )~ (95)

25 mL IZiEH L, K25 mL 20%, 0.01 mol/L
AEE S VY L CHET S, (FERE . 7o
LFE—NTA—BRE2H). =KL, BED
HEARBEOERERALEDLH L& LTS,
MR D FHETERBRELITVY, HIETS.
0.01molVL AEE{LA V U AJE ImL =

3.194

mg CisHisNGsS:

2. BR1. TRanE L 250me/g FERL DB HRERDIE

=0
R

1E (FHzEREM)

U

EHEER AR g 2EEICED, R’
BRIRIZ/K 900mL % AV, IEHIREBRIEE 2
EIZky, B 50 BERTHREBREITY.
(12 1%)

BHRER FRESES BAEET, &

Y LEESRZRHVWTTY. AR 1g &
RBEICEYD, HERIZIZ/AK 900mL & fvy,
RHRBREE 2 SRk Y, 84 50 [EiEs
TREBRZ1TY.

(#0%)

Lk



B
TNV VAL sy MEE 50mg

EHRER AR 1EZ2EY, BRRRCED pH 6.8 DY VEMEEER (1-2)
900 mL % fV, BEHFEEREE 2IEICLY, 0 50 BETRRLT Y. BHR
a5 5%, B 20mL LA 20, FLR 045 um BLTFOA VT Z0 7 4010
H—THBTH. IHODARI0mL #FE, MOAE 2wl 2 ERICEY, &
Wi- pH 6.8 © D EEREEE (1—2) 22 CTERIZ20mL & L, SRENAR
L5 5. Bl SV REy MEERE, VIS NVERBRAL LT b —
H—ZAdL, 60°CT 3 EFRERERL, T0K0.022g #BRIZEY, NN-V
AFNVEALLT I R 10mLCE» U, E)i pH 6.8 DV U ERERER (1
—2) #MATEMIZ 100mL 55, 2O SmL 2 EREICEY, B pH6.8
DY UEBEEEN (1-2) 2Mx TEM200mL & L, EXEEsLT5. &
BHARE CHRERIRIC &, BATHRBCEEREEIZ L VERREITV, EE
398 nm BT ABHAEA RV AZRETS.

AL D 45 SSRADEHEERN 75% L LD L 2 3BE LT 5.

TSNV AF o (015H13N03S2) @i@%%liﬁ'ﬁ‘éféﬂjﬁ (%)

ﬁ“xﬁ

:WSX
As C

Wy /v AEZ y MEEGOE (mg)
C 18FO NV RF v b (CisH1sNO3S2) OFRFE (mg)

TV AF w MEBES CisH;NOsS; - 31940 5- [(1Z,2E)-2-A F/N-3-T ==
ATaR=) D] 4eFF V2 FAFX VI FTVY D UEHRT, TRORE
HEETHHD.

MR AEEEA~ TV WEORRESUIEREORERTH S.
(1) KBDORAZ ) —/VIEKR (1-200000) 120%, SEAVFIHERSCERIEEI
IR AART PAZBEIET S & &, HERE 234~239 nm, 290~294 nm &
TR 387~392 nm (IR OB R % w7
(2) AAEREL, RARRART PARIEEORED U 7 AFEAIEIZ L
DEBREITY & X, 1748 cm”, 1685 em™?, 1564 em™ 101183 cm’
TR ZHBD 5.
FhaE 222~227C



MR REWE ARK00R2gENN-DAFNRALT I K8mLicEh
L, BB L 95 (1-400) . FEHEIE 3 nL I2o&, ROSHETHKE
Juw b T TECL D%%%ﬁb HERIEOE 2O — 7 TS BB
=paRes! i@ﬂmt HEASEERCLVENLOERZRO L L X, 278
PRI 02%LLF, “2EIX 01%LT T, E¥—27 RUBIELSNO v — 271X
01%LL T THD. i, EE—7LUADOEY—7 OEFEEIL 1.0% U T TH
5.

PABHEYSIR N HRBHR T2 N0 NN-DAFNLRALLT I FE
W (1—100)
BRI

RHAE - SBRAABOEEEE (AIERE @ 280 nm)

FT L RNELACmm, BE15cm DAT U LVRAEIZS um OFEI o<
NG ITRA I EFIAINMET Y BTAEETCATS.

H T AIBE  25CHHED—EIBE

FBEME VBT AKREIV UL 68 gITAKEMATENL 1000mL & L
Wi, EAYEKEZS RY A 71 gk EMNZTEED L 1000 mL
LT E pHOSICRDETMATIE 7T =FIVEER Q1)
WE: =/ VL AE y FNOERBFIERASH 125022 L5 08T 5.
ERERIESIPE «: BHE— 7 OBRNPOLT/ ULV RAE v F OERFREROKN 3
fE & H

VAT LATEM

BREHOFESR A 0.02g & NN-DAFARNVLT I R 8mLZEML, W
BRRE 2 mL 2Mi2 5. ZOERKR1 oL ZIEREIZEY, NN-JAF LR
NAT I REMEZTERIZI00 mL & L, VAT LAOMEBERIK: T 5.
VAT LAOWEREAEK 1 nl 2 EFEIZEYD, NN-VAFAFLVLT I FE
MMZTCTEFEIZIOmML 95, 203 uL Bl SLLREy bD
E— 7 @R, VAT LOWRBABRO= /LAYy bO Y- EFE
D T~13%IT72 BT L HHERT D,

VAT ADOMRE AT ADMEERER 3 uL X0 &, L& THERME
TREE, K, NEEMEDIRERL, TOSBEIX 15 ETHS.
VAT AOERME VAT AOMEREREBE 3 pl ook, LE0oEHgTHR
Bek 6 EIBVERT L E, =V VRE Yy FOY— S EEOBEIERERE

3 2.0%LLTCTH 5.
BREE 02%LT (g #HE, YV HIFN, 60°C, 3HFRH)
GE 99.0%LE  EEE FEEFELEL, FOM0.015 g ZREEICEY,

& /b (95) 25mLiZEEMN L, K25 mL 2%, 0.01 mol/L 7kERLA U



T AR CHETD. (BTE: 7usFe—N7A—RHE2H) . £EL,

BEEOKRARIKOENEFAKEDLD LE LTH. BHEOFETERRE

7y, LT 5. :
0.01 mol/L 7kE{k A U 7 A3 1 mL = 3.194 mg CisHjsNOsS;



7 A =)L ER 250me/g BERL

EHE AEBETEN BREEET, B LAEERERVTITS. Kmﬁm%
IR Y, RBREICK 900mL & AV, BEHEERIESE 2 &I @45y 50
EERTHEEIT Y. BHEREEG 15 0%, %mﬁmmLuL%kD,%
045 um AFDRA LTS 7 4 NE—TABTSH. FIHDAHHE 10mL zFRE,
WD AU SmL ZIEFRICE Y, RERBRIEOSE 1 E M2 TEFEIZ 200mL & L,
SBHETR LT 5. T AoV VEBEERET v —F— (YU TN)
T4BEREIR L, FOM28mg TREBICEYD , KEMATHEH L, IEFEIZ 100mL
LA, IO SmL #EREICE Y, BERBRIEORE 1 IRE A TEMEIZ 200mL
LU, EHESIKE 5. REHEREOERERIC T, RERBREDOSE 1 ]
PutBE Ll L, BATEEEERNEERICE VRBREITY, EE 243nm BT 5

TSR Ar RN As ZHRIET B
AFD 15 HTROWHEN 85%U LD L EFHE LT .

FRALEVEE (CH0s) DFRECHTIEHE (%)

:%xﬂx——-x900
C

Wr As

Wy « TAaNEEHMEESOE (mg)
Wr TXﬂWt/ﬁﬁﬁwﬂﬁ%(y
C : lgHDTRINVEVEE (CH0s) DNRTE (ng)

FRAONEEMENER TARaLEUEBERERS (BB).
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