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2002 ,36(2) :13 14/ 13 -
[ 1E [ ] 1002-1280(2002) 02-0013-02 [ ] $859.84
2001 11 [2001]38 , 10
1 ) ) )
4.2 )
; B/ T 6682
2
4.2.1 (CgH7N305)
99.0 %
( 4.2.2
, , 4.2.3
4.2.4
) 4.2.5
@B/ T1.1- 20001 1 4.2.6
(1S0/ 1EC Directives, Part 4.2.7 Cig 1@m 4@ m,
3,1997 ,Rulesfor the structure and drafting of Inter- ,
national Standards,N EQ)
@B/ T 6682 —992 4.2.8 0.015mol/L Iml,
1000ml
NY/T x x x x —2001 4.2.9
I0mg ,105 4h, . 50ml
3.1 20Q o/ ml , 4
, , 0.0% g/ ml
3.2 - 20 2.0 g/ ml
4 4.3
4.1 G : 4.3.1 ( )

© 1995-2005 Tsinghua Tongfang Optical Disc Co.,

Ltd. All rightsreserved.
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2002 ,36(2) :13 14/

.3.2
.3.3
.3.4
.3.5
.3.6
.3.7

e7)
4.3.8 (
200 )O0.1g,

, 5ml

F N - T N SN SN Y

4mm

4.4
4.4.1

(2+0.05) g
( )

,  20ml
30ml

300mm x I5mm(i. d.) ,

(100

, Cis 39

, 2ml/ min) ,

60°C
0.5ml

50ml ,
4.4.3

4.4.4
4.4.5
,300mm x 3.9mm (i. d. ) ,
- 0.015mol/L
V) ; :1.0ml/ min;
21
4.4.6

1.0ml
, 0.4 m

:Cis
I m,
(20 +80,v/
:367nm;
: 1500

, 4.5min

A A.l
4.4.7

4.4.8

x:fé\;fvv
X_

A —
As—
Cs—

W —
V_

(mi)

(mg/ kg) ;

¢g/ml;
(9);

5

5.1
g/ kg,

kg; 294 o/ kg

5.2

80 %

50 o/

110 % 60 %

140 %;

130 %

50 %
70% 120%
5.3 CV <10 %,

CV<25%

A )

0.0004 ]

%0.0003 -

0,002
. -f.\,.,—»\N/ Ao~
1 T T T | T v T
20

Hinutes

© 1995-2005 Tsinghua Tongfang Optical Disc Co., Ltd. All rights reserved.
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2002 ,36(3) :14 16/

2001 11

@B/ T6682-1992

NY/ T XXXX-2001

3.2 - 20

4.1

4.2

1B

6.0,

[

38

Sep-Pak Cis

] 1002-1280(2002) 03-0014-03 [

, 10

4.2.1

(C11H12N4039)

.2.2

o
NN N NN
N o 0o~ W

mol/ L
4.2.9

mol/ L

4.2.10
5.71g,

4.2.11

120g,

100mg,

mg/ ml

4.2.12

0.1mg/ ml

© 1995-2005 Tsinghua Tongfang Optical Disc Co., Ltd. All rights reserved.

100mg,

] S859. 84

@B/ T6682

99.0%

10.0g,
100ml
c(NaH,PO,) 1. 0mol/ L
1000ml, |
pH 6.0
3.40g
1000ml

0.1



2002 ,36(3) :14 16/

4.3
4.3.1 ( )
4.3.2 0.0001g
4.3.3
4.3.4
4.3.5
4.3.6
4.3.7 Seapr-Pak™® Cy 500mg/ 3ml
14 %Y
4,
.1
4.4.2 (5+0.05)g , 50ml
,  25ml , ,
240 /min 20 min, 3000
r/ min 5 min ,
25ml , ,
125ml 10. Oml ,
1 min, , , 25ml
,3000r/ min 5min, 8.0ml
25ml| 10. Oml ,
20s,
4.4.3 Sep-Pak Cyg 20ml ,
20ml , ,
, 20ml , :
1ml , , 50 N2
, 0.5ml 1ml
4.4.4 ,
0.0,0.05,0. 10,0. 25,
0.5Q g/ ml ,
4.4.5
4.4.5.1
1) Sep- Pak ® Cyq

15 -
i Cig ,250mm x 4. 6mm¢(i.d.) ,
5Jm1
- (65 + 35) ,
0.4% m , 5min
:Aml/ min
:265nm
2@l 5Q|
4.4.5.2
A A.1l
4.5.1
X:A-_b
a

X_
(mg/ kg) ;

A_

b— ;

a_
4.5.2

X:mlx D
m

X — (mg/
ko) ;

m; —

o,
D— ’
m— (9

Waters Corperation(34 Maple Sreet Milford MA ,USA)

© 1995-2005 Tsinghua Tongfang Optical Disc Co., Ltd. All rights reserved.



. 16 - 2002 ,36(3) :16/

2
5.1 g
2Qu o/ kg
5.2 1001 ¢/ kg
80% 110%
5.3 CV £10%,
CV<20%
-/
A
( ) Al
(
[ 1E [ ] 1002-1280(2002) 03-0016-01 | ] S851.66
2001 11 14 “ (2001) ( ) 23 24
(2001) ( ) 23
(wo3 ) ,
(wo3s ), “ (2001) 052263" ,
2
O O
(2001) ( ) 24
(wo3 )
(wo3s ), “ (2001) 512263" ,
2
o O

© 1995-2005 Tsinghua Tongfang Optical Disc Co., Ltd. All rights reserved.



2002 36(4):15~16/ - 15

[ 1B [ 1 1002-1280(2002)04-0015-02 [ 1859.84

2001 11 1 38 10

1 4.2.1 C,H,N,0,S
99.0%
4.2.2
4.2.3
4.2.4
2 4.2.5
4.2.6
4.2.7
4.2.8 10.0g  0.1mol/L
100ml
4.2.9 c(NaH,P0,) 1.0mol/L
120g 1000ml Imol/L
GB/T 6682-1992 pH 6.0
NY/T x x x x -2001 4.2.10 3.40g
5.71g 1000ml
3 4.2.11
31 100mg, 0.1mg/ml

32 -20
4 4.3
41 4.3.1
4.3.2 0.0001g
pH 6.0 Sep-Pak C, 4.3.3
4.3.4
4.3.5
4.2 4.3.6
GB/T 6682 4.3.7 Sep-Pak®C 500mg/3ml
14%?

1 Sep-Pak®C, Waters Corperation (34 MapLe Street MiLford MA, USA)



- 16 2002 36(4):15~16/
44 4.4.7
4.4.1 44.7.1
’ A-b
X = 3
4.4.2 (5 0.05) ¢ 50ml
25ml X— (ng/kg) A
240 /min 20min 3000r/min _ b
5min 25ml _ a—
125ml
10.0ml Imin 4472
25ml 3000r/min
5min 8.0ml 25ml
10.0ml 20s X :%x D
4.4.3 Sep-Pak C, 20ml
20ml N
S0ml X— (mg/kg);
nl 50 N, i ;
0.5ml  1ml HY o =
g
4.4.4 .
0.01 0.05 0.10 0.25 0.50
5.1
Ho/ ml 20ug/k
445 5.2 e 100pg/k
4451 C,  250mmx 4.6mn HO7Ha
. 80% 110%
(i.d.) m V< 10%
<
- 65+35 0.45 >3 Cvs 10
i CV< 20%
pm 5min
Iml/min A
265nm b
20pl 50pl 3
4452
A.l
4.4.6

A.l
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2002 36(5):22~23/

2001 11

GB/T 6682-1992
NY/T x x x x -2001

3.2 -20

41

pH 6.0

4.2

4.2.1

1 Sep-Pake Cis

18 [ 1 1002-1280(2002)05-0022-02 [ 15850.84

1 38 10

99.0%
4.2.2
4.2.3
4.2.4
4.2.5
4.2.6
4.2.7
4.2.8 10.0g  0.1mol/L
100ml
c(NaH:P04) 1.0mol/L

1000ml

4.2.9
120¢g
1mol/L pH
4.2.10
5.71g
4.2.11
100mg,
4 1

6.0
3.40g
1000ml

0.1mg/ml

43

4.3.1

4.3.2

4.3.3

4.3.4

4.3.5

4.3.6

4.3.7 Sep-Pak®Cis

14%*

0.0001g

Sep-Pak Cas

500mg/3ml

GB/T 6682
C14H12N4OZS 44

Waters Corperation (34 MapLe Street MiLford MA, USA)



2002 36(5):22 23/ - 23
4.4.1
o A-b
JR— , X =
a
4.4.2 (5£ 0.05) ¢ 50ml X— (mg/kg) ;
25ml A— b—
240 /min 20min 3000r/min a—
5min 25ml
125ml 452
10.0ml Imin
25ml 3000r/min m
5min 8.0l 25ml K=o %
10.0ml 20s D
4.4.3 Sep-Pak Cas 20ml
20ml X— (mg/kg);
20ml m,—
Iml 50 N2 (o) e
0.5ml  1ml D—
m— @
4.4.4
0.01 0.05 0.10 0.25 0.50pg/ml 5
5.1
4.4.5 20pg/kg
4451 Cis 250mmx 4 .6mm 5.2 100ug/kg
(i.d.) um 80% 110%
- (75+25) 0.45um 53 CVs 10%
5min Cv<s 20%
Iml/min
265nm A
20p 1 50pl
4452
=
Z
A
A.l
4.4.6
4.5
451

A.l



2002 36(6): 12~13/

1B [

2001 11

(SD)
(SMM) (SDM)
(SM2)

(SQ)

(SVP) (SM2)

(SD)
(SMI) (SDM)
(SM2)

(SQ

(SMP) (SM2)

GB/T 1.1-20001 1
(ISO/IEC Directives, Part 3, 1997,
Rules for the structureand drafting of International Stan-
dards, NEQ)
GB/T 6682-1992

NY/T x x x x -2001

3.2

1 1002-1280(2002)06-0012-02 [

[2001]38

185984

10

SPE
270nm

4.2
GB/T 6682

4.2.1
SMP  SMZ
4.2.2
4.2.3
4.2.4
4.2.5
4.2.6
4.2.7
4.2.8
4.2.9

(SD SMM SDM  SM.

Q) 99%

SPE

0.1pg/ml

0.2ug/ml

4.2.10 c(Hs0:)0.017mol /L 1.16ml
1000m1
4.2.11 0.45um
4.3
4.3.1
4.3.2
4.3.3
4.3.4

4.3.5

0.0001g



2002 36(6): 12 13/ . 13-
4.3.6
4.3.7 X- (mg/kg);
4.4 C-
4.4.1 (ug/ml);
_— , V- (mh);
_ , M- @
2
4.4.2 (5 0.05)g 50ml 5
4q 25ml 5.1
15s 20min  2500r/min 5min 10pg/kg  20pg/kg
30ml 2min 5.2 20pg/kg
S5min 25ml 80% 110%
1 5.3 Cv< 10%
100ml 5ml 50 CV< 15.0%
A
4.4.3 3ml - (95 5
SPE - (95 5)5ml
SPE
5ml - (75 25 10ml
0.017mol/L 10ml 0.45pum ;
4.4.4 ?
4.4.4.1 Cs  250x 4.6mm(i.d.) 37 4
Sum 0.017mol/L - 5
(80 20); Iml/min 270nm;
50H| || i 7
4.4.4.2
L _M_
b 3 a; s ' 3‘2 Cde o s min
A Al
4.4.5 1- (SD); 2- (SM); 3- (SWP);
4- (SMM); 5- (SNZ); 6-
(SDM); 7- (€Y
4.5 A1
2002 5 15-~16 4



2002 36(7):13 14/ - 13-
[ 1B [ ] 1002-1280(2002) 07-0013-02 | ] S859.84
2001 11 1 [2001]38 10
1
4.2
GB/T 6682
2 4.2.1 CHLCI2NO
98%
4.2.2
( ) 4.2.3
4.2.4
4.2.5
4.2.6
GB/T 1.1-20001 1 4.2.7
(1SO/1EC Directives, Part 3, 1997, 4.2.8
Rulesfor thestructureanddraftingof International Stan- 4.2.9 200~300
dards, NEQ) 4.2.10 Aso
GB/T 6682-1992 4.2.11 SPE (
300~400 3h
NY/T x x x x -2001 100.0g 5.0mL 3h
G1l 300mmx 8mm
3 13cm 2
3.1 )
4.2.12 (
3.2 -20 10.0g 10%
4 2h  Gs 50.0mL 10%
4.1 2

0.25%
G1

300mmx 10mm



. 14.

2002 36(7):13~14/

10cm )
4.2.13 25mg
1000mL 25 pg/mL
4
4.2.14
25mg 250mL
100y g/mL 4
5~50
pg/mL
4.2.15 (pH7.0)
(NazHP04)2.09g (KH2P0.)1.40g
500mL pH 7.0
4.3
43.1 ( )
4.3.2
433
4.3.4 0.0001g
4.3.5
4.3.6
4.3.7
4.4
4.4.1
4.4.2 (5 0.05)g 50mL
25mL 5min
3000 r/min 5min
443 10mL
15mL
20mL 1% -
25mL 40
ImL 0.45pum
444
4.4.4.1
Cis 250 mmx 4_6mm S5um
(pH7.0)- (85+15)

1.2mL/min
270nm
10pL
> 0.9
4442
A Al
4.45
4.5
_ACs
X= AsC
X— (mg/kg);
A ——
As ——
Cs— (Hg/mL);
C— (g/mL)
2
5.1
50 ug/kg
5.2 100pg/kg
80% 110%
5.3 CV< 10%
CV< 15.0%
A
2
i
2 4 T8 10
1- 2-
Al



2002 36(8):9 10/ .9

[ 1B I ] 1002-1280(2002)-08-0009-02 [ ] S850.84

2000 11 1 38 10

1 4.2
GB/T 6682
4.2.1 (CssHo2011)
90.0%
4.2.2 (CazH70011) 98.0%
2 4.2.3 100~200
4.2.4
4.2.5
( ) 4.2.6
4.2.7
4.2.8
4.2.9
GB/T 1.1-20001 1 4.2.10
(ISO/IEC Directives, Part 3, 4.2.11
1997, Rules for the structure and drafting of Interna- (50£ 0.1) mg
tional Standards, NEQ) 1 000ug/mL 4
GB/T 6682-1992
NY /T xxxx-2001 - (9+1) 0.1~3.0pg/mL

3 4.2.12 5 mL
3.1 250 mL 20 g
5 min

4 4.3.1 (

- 4.3.2 150 mmx 10 mm(i.d.)
- - 4.3.3 ( : 105 2h,
- 100 g, 5 mL , 30 min,
- - , 0.5 g,



. 10 2002 36(8):9~10/

, , 0.5¢g
, , )
4.3.4 min 9 min A
4.3.5 0.0001g Al
4.3.6 4.4.5
4.3.7
4.3.8 4.5
4.3.9 0.45pum
4.4 X _CV
4.4.1 M
_ ’ ’ X ——
— ’ (mg/kg);
C——
4.4.2 (5+ 0.05) g 30 mL (no/mL);
0mn 50 mL V—
10 L (m);
50 mL 3 M— (9)
min, 3000 r/min 5 min, 50 mL
10 mL 2
4.4.3 5 mL , 5.1
10 nL 50 b g9/kg
. 6L N 100p9/kg
15 mL 40 5.2 100pg/kg
: - (9¥1) 1.0 2.0mL , 0.45pm 80% 110%
5.3 CVs 10%
’ CV< 15%
4.4.4 A )
4.4.4.1
Cs 250 mmx 4.6 mm (i.d.) Sum
- - (94+3+3);
0.7 mL/min;
0.7 mL/min;
10 mx 0.2 mm(i.d.); y
95 ;
520 nm; /\_} —
100pL 800 7.00 800 600 1000
4.4.4.2 woutes
tA- B-

A.l



2002 36(10):7 8/ e

[ 1B [ ] 1002-1280(2002)10-0007-02 [ ] S859.84

2001 11 1 [2001]38 10

; GB/T 6682

4.2.1
(C12H15NO4) 100%
2 4.2.2
4.2.3
4.2.4
( ) 4.2.5
4.2.6
4.2.7
4.2.8
GB/T 1.1-20001 1 (10.0+£ 0.1) mg
(ISO/IEC Directives, Part 3, 100 pg/mL 4
1997, Rules for the structure and drafting of Interna- 1
tional Standards, NEQ) 5.0 2.5 1.0 0.5 0.25 0.10 0.05 pg/mL
GB/T 6682-1992
NY /T XXXX-2001 4.3
4.3.1 ( )
4.3.2 0.0001g
3.1 4.3.3
4.3.4
3.2 -20 4.3.5
4 4.3.6
4.1 4.3.7
4.3.8 100 mg/mL Florisil
- 4.3.9 25puL
4.4
4.4.1



2002 36(10):7~8/

4.4.2 G+ 0.05) g 50 mL
15 mL 10 mL
4 000 r/min 10 min
10 mL
4 000 r/min 10 min
10g 10 min
30 min
50 mL 10 mL
40 ( )
4.4.3 5 mL - (CHD)
30 s 30 min 10 mL
4 000 r/min 5 min
1 mL 3 mL
1 mL
4.4.4
4.4.4.1
Cs 250 mmx 4.6 mm(i.d.) 5um
@ 7;
1.0 mL/min;
270 nm;
10 uL
4.4.4.2
7.5 min
A Al
4.4.5

4.4.6

X=

AW Y

X— (mg/kg);

W— (9):

100 po/kg
250 ug/kg
5.2 250 pg/kg
80 %~110 %
5.3 Cv< 10%
CV< 15%

AC )




2002 36(11): 11~12/ - 11-

[ 1B [ ] 1002-1280(2002)11-0011-02 | ] S850.84

2001 11 1 [2001]38 10

4.2
GB/T 6682

4.2.1
2 4.2.2
4.2.3
4.2.4
( ) 4.2.5
4.2.6
4.2.7
4.2.8
GB/T 1.1-20001 1 4.2.9
(ISO/1EC Directives, Part 4.2.10
3, 1997, Rules for the structure and drafting of In- 4.2.11 (0.2 mol/L,pH 8.0)
ternational Standards, NEQ) 16.73 g (K:HPO4)  0.523g
GB/T 6682-1992 (KH2PO,) 1000
mL 121 20 min
NY/T x x x x -2001 4.2.12 ( 20
maq) (0.1
mol/L, pH 8.0) 100 pg/mL
3.1 4 ,

3.2 -20 4.3
4 4.3.1 90 mm  16~17 mm
4.1 4.3.2 10.0 mm 8.0 mm
(pH=8.0) 6.0 mm
43.3 0.02 mm
4.3.4



- 12 2002 36(11): 11~12/
435 L NaOH pH 8.0
4.3.6
4.3.7 4.4.6 3
4.3.8 3
4.3.9 0.0001g 3 32 35 18 20 h
4.3.10
4.4 4.4.7
4.4.1 26069
(Staphylococcus epidermidis ATCC12228) 4.5
| 0.85% NaCl
560 cvV
nm 80% M
4.4.2
4.4.2.1 10 mL | X— (mg/ko) ;
C— (ng/mL);
4.4.2.2 48 V— (mL);
1 (0.2 0.5 mL) M— (9)
4.0 mL 2
.1
(18 2.4) mm 500 pg/kg
4.4.3 5.2 500 pg/’kg
— 80% 110%
— 5.3 CV< 15%
— CV<25%
1 min,
0 4 30 min, A( )
4.4.4 0.1 mol/L
(pH 8.0) |
2.4 12 0.6 0.3 0.15 pg/mL 100g 30g
0.6 pg/mL 15¢ 109 1509
1 000 mL 1.0 mol/L NaOH pH
pH 6.5 6.6 121
20 min
I:
4.4.5 (5£ 0.05) ¢ 50 mL 10049 3.0g¢
10 mL O0.1mol/L 159 109 1509
(pH 8.0) 1 min0 4 1 000 mL 1.0 mol/L NaOH pH
30 min 100 5 min pH 7.9 8.0
5 000 r/min 15 min 1 mol/ 121 20 min



- 12 2002 36(12): 12~13/

[ 1B [ ] 1002-1280(2002)12-0012-02 [ ] $859.84
2001 11 1 [2001]38 10
1
450 nm
4.2
GB/T 6682
2
4.2.1
4.2.2
( ) 4.2.3
4.2.4
4.2.5
4.2.6
GB/T 1.1-20001 1 4.2.7
(ISO/IEC Directives, Part 3, 4.2.8
1997, Rules for the structure and drafting of Inter- 4.3
national Standards, NEQ) 4.3.1 ( 450 nm )
GB/T 6682-1992 4.3.2
4.3.3
4.3.4 20 uL 50 pL 100 pL
3.1 50 pL~250 puL
2000g 10 min 4.4
3.2 -20 4.4.1
4 —_— 2000¢g 10 min
4.1
—_— 2000¢g 10 min
( ) —_— 2000¢g 10 min

4.4.2 (19-25 )



2002 36(12): 12~13/ . 13-

1~2 h 2 2 _ EO % 100
100 uL
15 min B—
Bo
X (ng/L)
20 Y
pL 100
uL (ng/L)
30 min
1.0 pg/L
1.0 pg/L
50 pL 5
50 pL 5.1 1.0pg/L
( 100 pL) 5.2 1.0pug/L
15 min 100 pL 60% 120%
450 nm 60 min 5.3 Cv< 30%

4.4.3 : CV<s 45%

[ 1ET ] 1002-1280(2002)12-0013-01 [ ] S851.66

227

193 29 8
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