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BEmZ e ERRE
KEmpEEREAGYZRBENNE
R BIE-BEKRES

1 3EE

AR SCAFRLRE 1 7K 7™ it v 0 A ) 218 245 ) 4 B A 00 A ) A R B0 €8 33 — 3 K 3 0 S T 9

AR SO T S LA B A T R AL S, R B L DL L B T S T R 2 S0P R R L T M L T R
R RIED R HANYE R E IERYD B AR YD 2 VR R VARYD 2 DY R AR,
VDR PHVEYD B ZRNERR VL VD B B B R U B LR PR A P A . LAt K A AR I T 2
TRIAT .

2 MEsIAxXH

AN SO R 28 A SO B R TE A S T A BAS SO s AN A R e, B, i H RS 51 S,
{032 H I W B9 RRAS I FH A SO s AR 3 H R 51 e o8 A CELG Br AT B9 48 el 50 i T A 3¢
(G

GB/T 6682  43Hr 5E 50 2 HI 7K ALAK Fla 56 J5 i

GB/T 30891—2014 /K= ke 75

3 ARiBFENX
AR SO BEA 5 2 E AR TR FIE L
4 REE

R R B A VTR 2 25 ), TR Ak G BRI, TE O e IR 3 /K S i (8 A A6 JBORE ¥ £k WROAR € % — e
YR JO 335 125 M 5 ik SO AHE N AR VR S

S W SHH

W 55 A5 KIS A o B A 0 38 S o B 4l K R A5 A GB/T 6682 BLAE By — 2K .
K F
NG (CH,CN) ;i 4
ECKE(CoH,) : A ial,
H 2 (HCOOH) : i iafi
LB (CH,COONH,) ,
W (H, PO, ,
/K (NH; « H,0),
H % (CH, OH) « (4384l ,
AELH (NaOHD .
TOKABER A4 (NaH, PO, « 2H,0),
10 TKBRERHN (Na, SO, 14 550 CHIBE 4 h, 2 H 4 h 5 G TER M AR & .
B R L i
1 BRAEZNE 99 mL ZHEHIMA 1 mL HERIREH2),
2.2 0.1 mol/L E LAV BUE AL Ah 4. 00 g, KB MIFFR RS 1 000 mL,

ororon oo oo ool oo o o1 o
O 00 N OO0 O B W N —
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5.2.3 0.05 mol/L BMRE:ZE iAW (pH 7. 0) I /KA WER — 488 1. 56 g, N A S B AL W 79 ml,
TR5), FK# B % 200 mL,

5.2.4 FALWEL B K 25 mL, PR E 100 mL,

5.2.5 ZJEWAIIEC %S BUE S % 200 mL F 250 mL 4303w =k 4, i AGE & 206 )5 - I ZUIR 38 , 77 40 il S
IERE T ) =

5.2.6 0. 1% HER/KER(F 0.002 mol/L LBRE) BN BREE 1.54 ¢ /KB MIFFMBEE 1 000 mL, M
100 mL SRREEEW, BUP R 1m L, FFFH/K R BE 2 1 000 mL,

5.2.7 BEHWHLNE 15 mL,HL 0. 1% FRR/KEW (& 0. 002 mol/L LR85 mL,IR&H4].

5.3 HREM

5.3.1 BEMsiz P M GEEY R KB E KRR E KEEDE BRI E B E ARDE DRy
AR H R s R Bk B R DR YE RP R IR & & =97 0%, K
RS E=92. 0%, 3L AL

5.3.2 HEWE-DS AWV RE-DS BT R-D5 FEI=99. 0% . B WL 3¢ AL

5.4 MREBEHE

5.4.1  FRUEME R BUEME R P v R R KGR AR E BRI E KR E A EE R
WU AR R VRV R RIAY R O HVD R TP R 2SR R Y R S R RS DR IR
PR br o i 25 38 B R Y T M 10 me) KB PR . FENA 200 p L HER 254 T, FH &N 15 F s R 2 45
£ 100 mL A7 628 B0 B H O B2 100 pg/mL ARVERE I . —18 °C LU T #OLIRAF A RN 6 1~ H .
5.4.2 RAFRUERRIG A3 00K B IPRERE & W 1 mL, T 10 mL B @RI FH 2 G B 2= 20 % L i
il B 10 pg/mL bRdfEF I ., —18 °C RLF BOGEAE AR 3 A .

5.4.3 RAARME TAEW K& PR E TP )W 1 mL, T 10 mL 45605 0 b, 20006 i B8 28 20 2 L 10 1
WPEN 1 pg/mLIRAARETAER . 4 °C DLFBCAF . A3 1 4~ A .

5.4.4  NFRFRIEME A U B 2 R A AR RS W B & 10 mg K BRR A FE A 200
pL R ZAET o & RE  ff 6 B8 8 28 2 100 mL A5 (8 25 5, B0 1) B0V JE R 100 g/ mL P4 bR B 1 fiff 7%
W. —18 °C UT#EOLRE. A6 A,

5.4.5 RA NARARIE TR - 43 00k 2 i IO AR PR MERE A5 VK 1 mL, T 10 mL A @i, FH WS W B =
Z0 88 BE I BOR BE R 10 pg/mL WFRARUEHR I . —18 °C LU T #OLIR A7, A0 3 41~ H

5.4.6 WA WARARHE TAEW A% RN PR R 1 mL, T 10 mL fR s, H BB EZ)
BE LR E N 1 pg/mL RS AR E TAER . 4 °C LR RCAAE AR 1 4~ A .

55 ###

5.5. 1 ARG RIE K E NG B AR ZE BUME 60 mg/3 mL, 5UA 3,

5.5.2 JRRIEALUENE 0. 22 pm.,

6 MEMiEE

6. 1 YRR (35— H I 0 4 - e P 1 55 B U
6.2 b KA 0.000 01 g Al 0. 01g,
6.3 M BIEVEIL.

6.4 fREE.OHLFEHE AT 4 000 r/min,

6.5 B EE.OHL L EATIA 15 000 r/min,
6.6 FWH.200 pL.1 mL,5 mL,

6.7 kKL,

6.8 WiERA
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6.9 ZMAL.
6.10 4=} :250 mL,
6. 11 FEH 100 mL,

7 AENHEESRET

7.1 HEMEE

i GB/T 30891—2014 Hifff % B AUEREIRE, sk 3 KL E £k kB iz . WM. )
ATV ALA T SRR A G & IR & 400 g, 0 Wiy, — Oy H PR RE , — 1y F T B AE

a) A AR L 1 R R

b) U S R AR R A R

o BRI AS FIRE S WS 0 IE ER B BSR4 A LR IR
7.2 RAHEMRTE

—18 CLLF 47

8 MESR

8.1 W

FRIGEL (5 £0. 05) g, T 50 mL B0 4 INA P ARBRIE TAEW W 25 pL. SHETR & 30 s, OGN &
10 min; A TG/AKBRLBREN 5 g, W BETR ST, FEINABR AL 20 20 mL, TR BER A #% L L4 2 000 r/min I i€
1 min, &~ 8 min, X 3 500 r/min &0 5 min, B FE WK, T 100 mL BO0E N, REHINRLZE
20 mL, AR 1K, AIF 2 K BWHEW® T 100 mL .08, & 1.

8.2 ik
8.2.1 B XEEXLHESES MESBEAETNKTR

100 mL B.0E P INA SHEWAMIECHE 30 mL, KIZUIRFE 2 min, #5, BT ZHE R TARIE P .40 C
THEZEZET . MABERERZ M 4 mL BHERRY R 1 min SR RYEMREH 2 15 mL B.0% . #
HERBURRY 2 W R ER — .08, BIF 3 WIRRWEE M, 3 000 r/min B.0 5 min, [
WM.

AR 25 O AR RO W 3 mL K 3 mL @ERRER 22 WP 3 mL I 1k, BCas PV A L 3 1, It sl 455 1 o
AP 10 57K 3 mL kel T AR I E AL EE 6 mL HEE 4 mL Belt WE BB T 15 mL B.08h,
50 CTFAMZET ., EEW 1.0 mLIFMRRY 2t 0. 22 pm JEMEE, BEBOAR 35— R I BT 7E .

8.2.2 HfiZEKk=&

100 mL .0 HMA LI IE S HE 30 mL, BIZIIREE 2 min, H & BT 2HE B T A M ;40 °C
THREZEZETEBEW 1.0 mL IEMERY N MIECH 1 mL. 5% 5 mL B0 WERE 30 s,
13 000 r/min B0 3 min, BT J2IEWT 0. 22 pm SR, HEBOHA €335 50 36 0T 1500 7 .

8.3 ERITEMIiREMENTF

G BGE SR A AR E TAEW T 5 mL 3058 2.0 A I ARAR T ARSI 25 pL.50 'C FARET .5
FIIMAZE 8.1 Fi 8. 2 25 WAk 3 BT A5 A R A I FR B B 25 P19 1. 0 mL, @RI AT 1 min, 330, 22 pmP8E, T
HIA BRSO 2.5 ng/mL. 5.0 ng/mL.10 ng/mL. 25 ng/mL. 50 ng/mL, 100 ng/mL Fl
200 ng/mLI¥ ZR 51 5 T VT F AR 5 00 BUHEEEL . DL B bR N bR 0 0 R AE B T 0 o £ i 0 i A LR
YN AL R | F ST D T A 1 A T O e VR B Ry R A B L 225 T 35 ST DG A o R 2 . SR [ E O R RRE DG R B
8.4 ME
8.4.1 WmHEGIESELY

a) LA EE R Cu i (150 mm X 2.1 mm,5 pm) B4 E;

b)  FEhAH: A R 0. 1% B R K (% 0. 002 mol/L ZFR#) B N NG B EVEMRIF A EE 1K

TR
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1 MERXRBER

B+ 1] 5 min A% B, %
0 85.0 15.0
15.5 81.0 19.0
16. 0 60. 0 40.0
23.0 60. 0 40. 0
23.5 85.0 15.0
28.0 85.0 15.0

¢) P :0.25 mL/min;
D HER35 C
e) HEMEEE 10 pl,
8.4.2 RitsE&H
a) BT HE WIS (ESD B 7
by HEE R IEE T
o) KTy 2 sOn W
A WEEHJE.3 500 V;
o) B TALH AR B 350 °C
D F4AE S 241 kPa;
2) %Hﬂ%‘/ﬁ%z L/min;
h)  E PR X) L 1 B N R FE AR A LR 2,
F2 THEBEFH . EEBTFXMAERES
& W) 24 Fr EVEE X (REERE R »m /2 (eV) ERE TN (R .m/z(eV)
R 262/216(29)
L s PR 262/244(18)
262/244(18)
TP 262/202(52) 262/244(18)
T 262/244(18)
] 320/233(24)
W B 320/276(18)
320/276(18)
321/303(21)
2 321/303(21)
i 321/232(34) /
] 332/245(22)
BZNOSRAR 332/288(17)
332/288(17)
334/290(18)
Km A 334/316(21)
334/316(21)
352/265(22)
W S vb 02/265 352/308(16)
352/308(16)
358/314(18)
KR A 358/340(22)
358/340(22)
s 360/245(26)
Bk 2 360/316(18)
360/316(18)
362/261(27)
AWV A 362/318(18)
362/318(18)
386/299(26)
YETRUS / 386/342(18)
386/342(18)
) 393/292(25)
GILRa = 393/349(19)
393/349(19)
L 400/356(19)
ZHRUA 400/356(19)
400/299(28)
o 263/217(23)
P A 263/217(23)
263/245(17)
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r2 (&)
b5 W 4 Fix EWE TN LEEE eV ERE TN LEEE . eV
e 233/187(25)
IR 233/215(14)
233/215(14)
396/352(18)

LI ALy 396/352(18)
- 396/295(23) /
363/72(23)

v R 363/72(23)
363/345(21)
370/326(19)
WP U A 370/326(19)
370/269(25)
. 304/217(24)
L WR 7 304/217(24)
304/189(31)
AR R 2 325/307(21) 325/307(21)
MRS A 340/322(21) 340/322(21)
AR R T 2 365/321(19) 365/321(19)

8.4.3 ME*X
8.4.3.1 EMME

TETRVREI R A PE TR OBk W v W T i 25 245 1 AR HG D3 s 0 ) O B I ) 5 8 Jo D T o o T A 94k v e i
T 26 24 9 R0 HG D3 o 0 ) O B F I 22 LA 22 7 1 00 AP 5 EL ARG 381 % R 0 88 -~ B2 7 - ok J3E A 2 Y ik o DL
HE A o T AR A X 8 1 R R — B0 AR R 22 4004
8.4.3.2 EEMNE

SRV Y80 R 56 T W T s v T A 9 AR P T B 2 R L L3 W T BRUE L R LR R TR LR R
R AR R R R VR R DI R VR U R URER DURACTE IR UD 28 AR SRR TD R s 6
R RIS R DRIV R TR B VR D B DURACER N U B O AR s Y U VD AR LRI IA VD R R TR L R
v BT R IR LUK D B2 O N AR o B D IS o AR Y0 R s 5 TR s e I A 245 ) 4 e ) (L
49 JO7 A AR A I Y PR TR 22 P o X T O r e R ke B e e (AR N0 e Y L Y L 7 R BB AR Al 24
Wy e TR 7 385 T TR 5 A AR s T TR A A o o O U R R i A A D ) e 7 A S g A T Y e M Y R
PN RS L PR e ) R 5 5 DC T A o T 2 7 9 P B N RS R R — B, 7R R @ - T S E R L v i 2
25 b v A R R AT B A (3 P LR SR B
8.5 =HiXE

Bezs FURE L BRAS AR HESS AT SR AR [R) 50 20 SR AT P AT 44 .

9 FHRItEMKE

TR o 1R I 25 ) 1 B B e A b o i 2R vk e A S (D
LA XA KXC XC XV
T ALXA XC  Km

- (D

A

X R Rl I 4 53 5 PR B B A RO A T e C g/ k) 5

Co —HE VT L b v 8 980 b w0 28 5k 8 B0 AL S B0 0 44 s 3 22 T (ng/m L)
Coo —URHA IR P bR o B9 BMEL , B2 09 4 s B 2 T (ng/m L)

C’io ——— JEJTT VT FCAR HE 7 I P BV EE L B R A0 SE 5 2 T (ng/mL)

Ay TR R b 2 S e e T AR

A OB W RO 2 7 Xk 7 DA ) e T AR

A FE 5T VG JRC R A R A 4 4 e 0 T A

A FE 5V RC R A VR A 4 43 X L PR AR 4 06 1T A

Vo —URHA WOE AR B RUE B Z T (mL)
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mo RS R ABE L AN 5 ()
VT R P AT I 2 R 0 S AF I O S RN T 1 g/ ke MR B 3 B BOBCF 1 g/ ke WL 1R B /N
BUR 2 i

10 FEREE EHENMEZE

10,1 REgE

AT EK R R 0.5 pg/kgs ERIR N 1.0 pg/kg,
10.2 EHWmE

PRUETRINMEFE 1. 0 png/kg~10 pg/kg, MR K 60 % ~120 % s bRUER MMM B 10 png/kg~100 pg/kg,
MK 70 26 ~120 %0 s FRAER IR BE 100 pg/kg~500 pg/kg. MICER 80 % ~110%
10.3 HBEE
10.3.1 EEMRBETE

FRUET AL 1.0 pg/kg~10 pg/kg, FXTFR IR 25 <<20 %0 s bR E R A 10 pg/kg~100 pg/kg, M
X ARV D 22 <15 %6 s B E TR N JE 100 pg/kg~500 pg/kg, HIXF bR vfE R 22 <<10% .
10.3.2 BRMBZE

PRUETRINHE B 1. 0 pg/kg~10 pg/kg, FH X H5R AER 22 <30 Y0 s bR MER N B 10 pg/kg~100 pg/kg,
X B HE Al 22 <20 %6 s FRUETR I BE 100 pg/kg~500 pg/kg, MR bR 22<<15%
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WoOR A
(ARHE)

BIEMEAYBHRRIER MALFESFKXICAS S

W i B 2 25 W 1) R B SC A4 R Ak 2E g AU CAS 5 3k AL T,

RAN BEMRAYHPREIZMR MALELSTRKICASS

34 R BE L4 R b2 4+ 1L CAS &
LA T2 Oxolinic acid Cis Hiy NO; 14698-29-4
oL s Flumequine C, H, FNO; 42835-25-6
W R Norfloxacin Cis His FN, O, 70458-96-7
it B Enoxacin Cis H;; FN, O, 74011-58-8
ETNTARU Ciprofloxacin Ci; His FN; O 85721-33-1
R B Pefloxacin Cy; Hy FN; Oy 70458-92-3
KRR Lomefloxacin Cir Hiy FoN; O 98079-51-7
oy IR Danofloxacin Cys Hy FN; Oy 112398-08-0
B & Enrofloxacin Cio Hy, FN, O 93106-60-6
AR R Ofloxacin Cys Hy FN; O, 82419-36-1
ORI Sarafloxacin C,oHi Fy N3 Oy 98105-99-8
GRS Sparfloxacin CioHpu F, N, O 110871-86-8
TRV A Difloxacin Coi His F, N, Oy 98106-17-3
Pk A Cinoxacin Ci, Hio N, O 28657-80-9
ZEE R Nalidixic acid Ci, Hi, N, O 389-08-2
WA Orbifloxacin Cio Hy F5N; Oy 113617-63-3
v B Marbofloxacin Ci- His FN, O, 115550-35-1
BE VR Fleroxacin Ci His F; N, O 79660-72-3
Nk R i Pipemidic acid Ci Hiz N; O 51940-44-4
AR R B Norfloxacin-D5 Cis Hi; D;FN, O, 1015856-57-1
AR & Ciprofloxacin-D8 Cys H,y DsFN; O 1130050-35-9
MACBEY & Enrofloxacin-D5 Cyo Hy; D FN; O 1173021-92-5
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Mt & B
(FRHE)
BEMAAYMIRERRNBIIETFREAER

WA T ) 28 24 ) s o T AR B R IR B R A P LR B 1

BB 1 EBEMAAGYREBTRNBESFREBIEE (10 ng/mL)




