781 —12—2006
781 —12—-2006 -
2006 12 16 ,
1 4.5 > 99.5%
9 4.6 > 99.5%
- (LC- MS MS) 4.7 > 99.5%
4.8 > 99.5%
(UHT ) 4.9 > 99.5%
0.2 pg/l 5 pglL, 10 4.10 > 99.5%
pa/L( A) 4.11 > 98.0%
2 4.12 > 99.5%
4.13 > 99.5%
( 4.14 BCe BCe
) 100 pg (4.3) 4
24
4.15
4.15.1
GB/T 6682 (45 46 47 48 49 410 411 412 413) 100
3 mg, (4.2) 100 mL,
100 pg 4
— , 3
4.15.2 (4.15.1)
4 0.5 mL, 50 mL
4.1 . GB T 6682, 1.0 ug 4 , 1
4.2 (CH4OH):
4.3 (CHLCN): 4.15.3 (4.15.2)
4.4 A +B (20 + 80) 00 01 04 08 20 3.0mL,
A ( 0.02% ): 0.2 mL 10 mL,
(HCOOH) 1 000 mL (43) , 045 0 10 40 80 200 300ng
pm (4.17) 4.16 BCs-
B (0.02% ): 0.2mL (HCOOH) 1000 (4.14) 0.1mL, (4.3) 100 mL,
mL , 0.45pm (4.17) 1C,- 100 ng
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4 , 3 : 0.62 MPa;
4,17 : , 045um : 6L min;
5 : 3500V,
5.1 : 0.00001 g : 400
5.2 : 01lmL 02mL 05mL 1.0 B
mL 20mL 50mL
5.3 : 10mL 50mL 100 mL 6.3.2
5.4 100 mL
5.5 1.5mL
5.6 ;10 mL BCe
5.7 15 000 r/min 9
5.8 B, LC-MS MS
5.9 — C
6 6.3.3
6.1 20 pL (6.2)
6.1.1 , , : (hd L)
15C,- ’
6.1.2 0.1 mL (5.5)
: 0.1 mL (4.16), (5.8) 6.3.4
55, 15000 ¥ min 1 min 20 L (6.1.4) ,
6.1.3 0.1 mL BCq
(55) 0.1 mL (4.3), (5.8) :
55, 15000 ¥ min 1 min
6.1.4 0.1 mL 6.4
(55) 0.1mL  (4.1), (5.8) , 61 63
5s , - (5.9)
6.2 7
0.1mL (4.15.3), 7.1 :
6.12 6.14 , , — (1):
(5.9) Y= hXta ceeeeeee (1)
6.3 —
6.3.1 y —
6.3.1.1 BCe
:Cy, 5 um, 10 cm x 0.2 cm(i.d.), : X—
: Cp 4.0mmx3.0mm (id.), ; (ud L);
4.4 : bh—— :
: 0.3 ml min; a—
: 20 pL 7.2 (2)
6312 X= Yo (2)
b
; X—
o3, (pMd L);
. 0.33 MPa; Y —
. 0.22 MPag; BCe-
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10pd L 250ud

L 85% 115%
8 8.2
8.1 CV< 15%
A
( )
9
Al 9 Al
Al 9
(Mg L) (Mg L)
1 Sulfadimidine 10.0 0.2
2 Sulfadiazine 10.0 2.0
3 Sulfapyridine 10.0 2.0
4 Sulfamerazine 10.0 2.0
5 Sulfisomidine 10.0 1.0
6 Sulfameter 10.0 3.0
7 Sulfamethoxazole 10.0 4.0
8 Sulfisoxazole 10.0 5.0
9 Sulfadimethoxine 10.0 2.0
BCq- BCg-Sulfamethoxazole / /
B
( )
LC- MS /MS 9
B.1 LC- MS MS 9 B.1
B.1 LC-MS/MS
(min) 1 2
1 1.02 279/149 279/186 279/124
2 1.79 251/108 251/156 251/92
3 1.93 250/108 250/92 250/156
4 2.22 265/156 265/172 265/92
5 2.63 279/149 279/186 279/124
6 3.08 281/108 281/92 281/156
7 5.78 254/108 254/92 254/156
8 6.93 268/113 268/108 268/156
9 11.07 311/108 311/92 311/156
BC,- 5.76 260/92 260/108 260/162
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