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KPR 17 WEBEERR 15 ISR
MEBBONUE RESH-SHEEE

U1 _ o o
ABFERLE TAKP= S 17 AR B (SAS) & 15 TR (QN) 225 7% B 8 WA (3 B IR st
W, - . _ _ . -

RIS P T e 17 T R e P S TR e — Y SRR e SR O e R )
ﬂﬁﬁﬂﬁfﬂﬁﬁﬂi’ﬁﬁﬁﬂﬁﬁﬁﬂfﬂinﬂ&ﬂé&ﬁﬁﬂf’cﬁﬂﬂ%:nﬁé\Eﬁﬂﬁ:ﬁﬁwﬁ%\iﬁﬂi’xﬁﬁﬁﬁﬁlﬁﬁﬁﬁﬁﬁ%ﬂ%
%E%Hﬁ%ﬁﬂ%‘ﬁ:%ﬁﬂﬁ%‘ﬁﬁﬂfl‘ﬂ:ﬂﬁﬁ@%ﬁﬁﬂﬂ%ﬂﬁ,&fﬂﬁ%%ﬂ%ﬁﬁﬁﬂ@%ﬂ?ﬁ%ﬂ 15 Rl
(ﬁ?*&"iﬁﬁ%i%ﬁ@%\Rﬁ«%“@'*i\PFW@E\EL%*@E‘iﬁ%%é\ﬂ%*@%ﬁ%wé\mﬁ%
B ORI R R0 R I U S ) 2R B A S

2 M| B

RFUSCHR o B 28GRI AR 75 | T B 2 o v 1 6 HERE BB M, R s g
B CR R BRI R R I 20 B IT ML ASE B T A b, SR BERIAR IR AT A N & 25 B 3E
B AR RS R A . PR A H5RISCHE SR R A o,

GB/T 6682 A} 825 3 F 7K MM IR0 17 '

SC/T 3016 K7™ hkE s

3 RE

AR B ZH%EFS{%ME?«E 22 RO BE AR UL VA - S I S O 5, P
&,

4

BRSBAHE ST BT RIS R 47 4t
A1 KBS GB/T 6682 — K EE .
4.2 PR, e,
4.3 ZJ5 eis,
4.4 B4EAG: .,
4.5 Fm. ke, | o |
4.6 FRKEREEN: 650 CHILE 4 h, REIE I T 350 A s b
4.7 BALZHE.99 mL ZIE5HMA 1 mL F g, : : T .
4.8 0.1 B (A 5.0 mmol/ L BM4E) R 0. 19 & BEEESE .0 5 mL FHR, FABMIEERZE 500
ml., _ : . .
4.9 zo%mﬁﬁlﬁﬁﬂi*ﬁﬁg 20 mL FI7ZKBRZ 100 mL, ST :
10 FRMERREWE: L me/ mL, AHHBAE VR AR B B E I E SRR, B E
iﬁ%‘?&"’iﬁ%%%ﬁtb@éﬂﬁ%&&“ﬁ%"&‘;\-ﬁ]mﬂwi,n%@@\ﬁﬁﬂ@\i%ﬁﬂﬁwﬁﬁﬁéfa 10
mg: 45 HH 10 mL BNF, BUETIR 0. 2 oL, B BOR RSB 20 . I v 1 mg/ mL HFR

1




el ER 1077 2444 —1—2008

HERE S, BOL— 18 C TR R 6 1M A .

TR BT e Y S e i e Y SR R R A iR O T [ PR R T e AR
TG PP VA T B Y o e R ) R R R Y S W T e Y B O TR O UK T A < R
WE R TR 1] — Y S T O T SRR T i M R X AR 24 10 g, T4 B AY 10 mL B,
B TR R 20 . WU AR BE D 1 me/ ml BIBR RS SR, BOL - 18 C TR AR 6 A .
411 FARIRIA  PIARERHERE B98O, 5 mg/ mL, 43 BIFRIBUR AU 0 B S o S f R 1] 4
PEE PR TR AR 29 5 mes T H B 10 mL B, AR BRERTFHREZE . BERAKRESR 0.5 mg/
mL # R AR TERE WL, B — ISC TR AR 6 1A .

SABRBURAE R E RASF AT 2 RREE BN EEZ 5 me, THA AR 10 mL B
FL MR ER 0. 2 mL, B BRI RS ZIE . BRI RIREEY 0.5 mg/ mL B9 Az 2 PR HEfE
B ISCTRE. AR 6 1A
4.2 IREARE ARV - MR O A% M 0 v e AR YA MR B PP B R 0 A LR 1. 0 pg/ mL
0.1 pg/ mol RAFRIE IR 8O0 4 CRBIRA, B2 1 T H
4.13  RANARIRE TR vEr A AR R AL R AR e B RS B, R R A R EL R 1. 0 pg/ mL
HTRA PR AR B S C TR AR 1 1 H .

5 {uF/MigE

5.1 WEAHE - SR AR B : Bl BB B PR (ESD .
5.2 MEE#L.

5.3 4RI EE 0.00001 g,

5.4 FV-.EE 0.0l g,

5.0 IRIERALE.

5.6 MERETHIFRL.

5.7 ELOWHL:4 000 v/ min,

5.8 mE#E AL,

6 MESH

6.1 #HRANE
6.1.1 HEHE
#£ SC/T 3016 BHLE HAT .
6.1.2 IBEURL
FREL(50. 02) g if#F, F 50 mL BEEELLE T, EHRIIA 50 pL B -G PIIFATHEE TR (4. 13) . JATE
BA 30 s, #EEHCE 10 min, IOA 10 g FEATRRGN, IREER S, FIRA 20 mL BRIKZIG 4. 7)  IRTER &
1 min, #FFER 10 min, 4 000 r/ min &0 5 min, B EIEHE T 50 mL $4IEH T, FRiEahn 20 mL #8
IS4 T BEEIRB KA HWRRBOE, T 40C/KBEFAEEAZEZT. n 1 0mL FEERMA. 9)
RTERMBRE Y, A 2.0 mL IECIRIEES 30 s, 5 A 5 mL R4, L 4 000 r/ min B0 5
min, 3 RGBT RER L 0. 2 pro JRERE , SLH0H 635 - SR BR TR AU E .
6.2 #RAETIREILZEHIE :
EHEPCERRSETER (4. 12), P IS (4. 9 BB BE 41 5124 0. 010 pg/ mL.0. 020
pg/ mL.0. 050 pg/ mL.0. 100 g/ mL #0 0. 200 pg/ mL #R-GHRME LVEWR  HEIBOM 35 5 Bk B0
E .

Z
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6.3 Wiz
6.3.1 s
GBI Cott, MG 11,2, 1 mmX 150 mm, 5 pm; M4 2 | :
*I{Ez%ﬁ,
PR 10 pL; |
TESIAH: A 9 0. 16 FRRMN IR (& 5. 0 mmol/ L BS#%5) , B FHEECHZIE R R 1,
R ORBEBEEBES

W], min ALY B, % Gy i, mL/ min
0 78 20 2 0.20
3.0 75 20 5 0. 20
6.0 70 20 10 0,20
8.0 40 20 40 0,20
13.0 40 20 40 0.20
13.1 78 20 2 0,20
16.0 78 20 2 0. 20

6.3.2 Fmi&# _
BTGS2 B TR (ESD , IE s Pt
WE S HL R . 4 500 V;

FALRES 12 L/ min;

MBS E .2 L/ min;

BT EMERE  350°C,

WA PR E. 10V, )

FIHRE s 3688 57 R ) ( SRMD RS MR TR TR Wk 0,
Ql 5.0, 7 Da;

Q3 855 .0. 7 Day

TR SUE S : @5, 1. 5 mTorr,

R2 BEERNUMNGET FEFHAMELES

_ HEF F e R
R = BT 48 BE
m/z m/ z eV
e — P R 108 22
\ 268
Sulfisoxazole : 156" 13
T — 186 17
. L 278
Sulfisomidin 156* 19
T et 256 108 22
Sulfathjazole 156~ 16
gl - 184 18
Sulfapyridine 156* 16
TR e ] P s e 215 17
. 281
Sulfamonomethoxine 156> 17
R A - 215 17
Sulfamethoxypyridazine 156* 17
T iz F M g 108 22
254
Sulfamethoxazole 156* 16
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2 (5

SR A BEF T HHEREE
m/z m/z eV
T fe 7w ek 271 107 30
Sulfamethizol 156" 14
TR R — P SR 27 186 17
Sulfamethazine 156* 19
ik e P 281 215 17
Sulfameter 156" 17
g iz P 0 g 285 172 17
Sulfamerazine 156" 17
BRI 215 108 22
Sulfaguanidine 156* 12
TR — - 108 29
Sulfadoxine 156* 15
b G e - 108 29
Sulfadimethoxine 156" 19
T g i i - 108 25
Sulfadiazine 156" 16
Tt e S8, ik o 108 24
Sulfachloropyridazine 156* 15
T i W AR 201 108 25
Sulfachinoxalin 156* 17
wE wz 270 269 25
Flercxacin 326* 19
HAUR 261 27
Ofloxacin - 362 318" 18
HRUE 220 233 24
Norfloxacin 276" 16
PR 291 232 34
Enoxacin 303" 2l
HHIE 232 245 22
Ciprofloxacin 288" 17
AwyE 360 245 26

Enrofloxacin ale- g

HEVE 152 265 22
Lomefloxacin 308* 18
FHEWR 283 z2
Danofloxacin 58 340" 22
BILWE 205 24
Orbifloxacin 396 3527 17
WIS 2 299 28
Difloxacin 400 356" 19
YRRV 209 26
Sarafloxacin 386 342 18
AR 202 25
Sparfloxacin 398 349~ 1%
T 2o 216 29
Oxolinic acid 244 18
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=2 &
Hiri A eld CfRE - MR
m/z m/z . ) eV
. ﬂ% 262 202 32
Flumequin 244" L S .18
i%ﬁﬂi 334 290 18
Pefloxacin 316" 20
SR 0 — 7 S * )
Sulfadoxine - D3 314 . 156 1.7
SRR~ " o .
Sulfadimethoxine - D§ : . .
TIGERDE * y
Norfloxacin - D5 825 _ 307 22
AL *
Ciprofloxacin~ D8 340 3z 21
REHDE i o .
Enrofloxacin - D5
s NEERAET

6.3.3 Rtz
Z’“fﬁjﬁﬁiﬂﬂiﬁ%ﬁ"ﬁﬁH'f&’”#:ﬁ'zﬁEﬂHﬁ!‘ﬂ%i‘zﬁ@%ﬁ{%%Hﬂ“l‘lﬂ*ﬁﬂﬂ“%%?ﬂ?iS%L‘J{W,HWW@JB@%
IR B 2055 9 24 TE M M o -3 BIEGRREABETEELNELES
R, AL 25 FIEE R ROURIIRE B B TR B L 52 A,
R3 BESSBERRAETEREER

BB AN ER, % FevriErdmzE, %
=50 20
20~500E 20) 425
10~20 (A5 10) 430
<10 +50

6.3.4 mEWE

6. 3. 10 6. 3. 2 [ EO G TS AE TR B BRE T AR MO ATRE B, WA TR BBV E .
ﬁﬁ*@%iﬁﬁwi\mﬁwgﬁ%ﬁ@;wﬁﬁ%ﬁ@éwrﬁ;;"g%‘@ﬁ&t@&ﬁiﬁ*@gxs@%t
@Eﬁ%ﬁ@%uﬁﬁ%ﬁ@%%ﬁﬁﬁﬁﬁ%&@ﬁ@%iﬁ%ﬁ;%%@ﬁﬁﬁ@Uﬁﬁﬁﬁw
E%Wﬁﬂﬂﬂjﬁﬂm%ﬁ%@%Wﬁﬁ%ﬁ:@ﬁ%%uﬁﬁﬁﬁﬁ:ﬁﬁ%%Wﬁﬂﬁ%ﬁﬁ
ﬁ%%ﬁﬁﬂﬂ%ﬂﬂédﬁﬁ%ﬂtbﬂﬁﬁﬁﬁfrﬂHﬂﬁ%%\iﬁ}iﬁﬁﬁﬂﬁ%ﬁﬂﬁﬁﬂ%ﬂéﬁiﬁﬂﬁ‘ﬁ?@:%\ﬁﬁﬂﬁ:@%
ﬂ%&%ﬁﬁﬂ?ﬂﬁﬁﬁ%%ﬁi’%ﬂﬁ'@%@%ﬁﬂim‘ﬁﬁﬁﬁ%:ﬂﬂﬁ‘c%%‘%ﬁﬂﬁﬁ%%ﬁﬁﬂﬁ%ﬂﬁﬂiuﬁﬁbﬁﬁf
BRI R AR, iR R, ERETRHALERRN " SIHERFRA (£ 2)
6.4 =HiXE

BRAINBREST | 3 E R U e 4 i 2 37T

7 HRtE
R R S R 2 5 B B et (D R ERFHRES S8, (78 = R s,
. G XV
Xi = T (D
A
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Xi——HE i h TR S T 2R 25 3R B A B B R BT T 5L (e k) 5
G A P B e U R 28 2 W B RO TR B, B R A TR B A (ng/ mL) 5
V—— & SR, A EET (L)
m——HRdn R, AL T () .

8 FERRYE. EBEMBEE

8.1 REE

ARG R A 1.0 pg/ ke, BARE BRI N 2. 0 pa/ ke,
8.2 HmE

AT EBEIRES 2.0 ng/ kg~10. 0 pg/ kg 0, EUZR K 70)4~1200%,
8.3 HEE

277 i B A SR R 22 <15 %0, HE AR iR i 25 <15 %,
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W% A
(FRMEWSR)
AR SRR MRS TRE

Al BEREEHRSFERENAEFRE
ﬁﬁ%&%%@@?@%ﬁ?ﬁ%i@i(& 02 g/ mlL) B9 BB F R LB A1,

1003
. 953
903
85 ]
803
75 ]
707
65
603
557
507
457
407
35
303
257
20
157
10
54
o]
0

Abundance

6 8 10 2 14 16

Time (min}

WA BRRESER SRR 02 py/mL) A0S T

2 4
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A2 BEREETERSFESENEEETFRE
T fie S VA IR A b A M (0. 02 pg/ mLY YRR TR IR AL 2,

100
503 ’K sarafloxacin
0 100
100 50 % {k pefloxacin
50 fleroxacin 0
0 100
100 . .
50 hifl
50; A‘ lomefloxacin 03 JL orhitoxacin
0 : 100
100
E 50% Jl ofloxacin g 583 flumequin }L‘ B oxolinic acid
£ 0 £ 100
£ 100 2 5 rofloxact
= 50 sparfloxacin = 30 ciprofloxacin
g p 0 -
2 108 310
= T iprofloxacin—-D8
o 50% Jﬂ enrofloxacin ma” 58% J‘Cipro OXacL
0 100
100 L. .
503 h enrofioxacin—D3 583 Jk difloxacin
0 100
100 50 3 danoftoxacin
30 norfloxacin 0 )
0 100
100 :
503 ﬁ norflozacin—-D3 sg § _J enoxacm
o & S —————— o 2 4 6 8 1o 12 14 16
0 2 4 6, .8 10 12 14 16 Time(min}
Time(min}
100 sulfamethazine
50% ﬁ sulfamerazine 100
0 50 i JL k sulfisomidin
100 0
30 sulfaguanidine 100
ol ) sulfamethoxypyridazine
100 50 sulfameter _ﬁ sulfamonomethoxine
© 503 ﬂ sulfapyridine o O e
g 2100
0 . g
'§ 100 'g 50% 'ﬂ sulfachloropyridazine
Z 503 JL sulfadiazine 0 '
% 0 < 00
& 100 £ 50% sulfachinoxalin J‘\
= 50% J‘]k sulfamethoxazole % 0 L
= 0 = 100 ,
1(5183 J\ wulfathiazole 58% sulfadoxine A JL sulfadimethoxine
100 | e Ifadoxine-D3
503 jl sulfisoxazole 50 sulladoxine—
0 iedbes 0 -
100 100
50% J sulfamethizol 50 3 sulfadimethoxine-D§ A‘
04 T s e ey 0 Frmreemrrenen -
¢ 2 4 6 8 10 12 14 i6 0 2 4 [ 8 10 12 14

Time(min) Time(min}

BA2 HEEEEEHESHRARRO. 02 pug/mL)HEEETRE
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= R e FIRELIE A 3,

1003
1 X

Relative Abumdance
[ _

- '

Relative Abundance

—_

Jlt enrofloxacin-D5

[

%] WMo D k@
OO%ODCJOGOOOOOOS

perirbeiest Lipbuaen patieed

\ .

o

—

A norfloxacin-D5

[=1

Time{min}

L hg

2 4 6 & 10 12 14 16

22

Relafive Abundance
=

—
=
oL OO
AT

T
[

=
2. @

Lh
S O
-
S

100

Lh
P Mveie Wb

10
Time(min}

—_
th o

—
h 2
SO0 O oo

bk —
th ©

—

—_
o [0
oo

o i)
-

Relative Abundance

ZelER 1077 12008

CUNCES

Loevide,: . f

TETITI]
-

Mo liend
[
a.
=
S L
=
5
I
e,
=
f
e}
o0

S-88c
Lol S
L
e

TPV
R =
[—

10

L L. 1

ﬁ [ l‘l
Ll .

J\sulfadoxjne—DS

sulfadimetkoxine-~D6 é

2 4 6 8 10 12 14 16
Time(min)

BA3 SRBENEEETRR
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A4 ZEBREFMERKNEEEFRE

= A8 RN (5. 0 ug/ kg R ERB FRELE A 4,

10
5§ —L sarafloxacin
10% .
5 h fleroxacin
10 V
% 5@ Ik lomefloxacin §
o
E 10 _ E
8 5§ JIL ofloxacin 2
< ! =
£ 10 g
k| 5% ! sparfloxacin '%
& &
10
SE I enrofioxacin
£
10
5 fL enrofloxacin-D3
10 )
5 'JlkA HDI{IDXHC]H
10
5@ ’L norfloxacin-D5
0 2 4 6 8 10 12 14 16
Time({min)
10
5 k sulfamerazine
10 |
5 L sulfagnanidine
. da
19
g 5 J\w sulfapyridine o
£ : : pm A o
= 10 5
£ - g
LR rk sulfadiazine g
= 1IN _ 2
2 10 : g
3 5 | sulfamethoxazole 5
= A A =
10 ] =
5 JL sulfathiazole
10
5 ﬂ, sulfisoxazole
J4
10
5 JL sulfamethizol
0 2 4 6 8 10 12 14 16

Time(min)

[

_jlt pefloxacin

J\ orbifloxacin

—_
o th ©

O&ﬁﬁaﬁﬁﬁ?qﬁggﬁﬁgﬁwm

]

—_

flumequin QL

oxolinic acid

—_

b
J\ ciprofioxacin

ciprofloxacin-D8

1
) Jt difloxacin
1
J\ danofloxacin
l }
E enoxacin
2 4 6 8 1o 1z 14 16
Time(min}

sulfamethazine

10
58% h . ka‘ sulfisomidin
0 AT : S n
10 sulfamethoxypyridazine
50 sulfameter JI\ i slrll.famonomethoxine
101
5 jl sulfachloropyridazine
(
10
5 J\ sulfachinoxalin
0 ek
10 . ‘j -
5 sulfadoxine | _| sulfadimethoxine
v
10
5 —J\ sulfadoxine—D3
0 | .
10 . .
55 sulfadimethoxine-D6 J|
0 2 4 6 8 10 12 14 16

Time(min)

A4 ZERBEYIHEMEMRS 0 pg/ ke) WIEEFEFRE

10





