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1. JuH

AFRUERLE T shP £ b DU IR 2 2R 259 5% B S A P 1 N0 (2% FrR 0 5 79

AVRHEEH T 4 2 WSIONIAL FFIERTE T, FE RIS R+ Ag i xS . A4+,
LA, UL EER. UK. £FR. SRR EERI,

2. MBS S

T HUSCAERS T AR SCAF I R R AN TT A ) o R HAR 51 SO, AT H I A
& T A o FURANE H AR 51 R SO, FoscfhioAR CRUAR TR B i) 3& B T A ST

GB/T 6682  43-#fr ki % FH 7K B A% AR50 7 v

3. JHE¥
WREE R F I DUBR 252525, ZEDTA « 2Na-McllvaineZZ iz i HY, HLBIH AHAE BUAE:
FFIELCX B AH A B 14E, E RO B - ANED E, PAAMRME E & .

4. RAFE MR}

PAR BT R R, BRI B AR R AT 4Rk KON RF A GBIT 668215 i) — %K

4.1 BB HEMER: SR =97.00; SRRV RIS : TE=975%; HREFER
brdE e E=93.1%; HMMREZTTHEMER: T =98.2%.

4.2 Wi ik,

43 i mikal.,

4.4 =H LR

45 ZEH

4.6 L[l 21 A

4.7 HIHETR

4.8 WEREA

4.9 HR

4.10 IR

4.11 F5FRAN

412 HLBREAHZERHE: 500 mg/6 ml, k4% .



4.13
4.14
4.15
4.16

LCX[EAHAEELFEL: 500 mg/6 ml, BAH 44

0.1 mol/LFFEIRVAW : BUF B R221.01 g, /KA IFFRE %1 000 mL.

0.2 mol/LEEBE S, —ANVaTR . BUBE IR A —AN71.63 g, FH/KIEMEIEFiFE 21 000 mL.
Mcllvain ZE iAW (pH=4.0) : HX0.1 mol/LMI# B2 W1 000 mL. 0.2 mol/Lf#

TR AN 625 mL, JRZS), H IR EE AN A R ApHE4.04+0.05.

4.17

EDTA « 2Na-McllvaineZZfiaii: BLZ — Y 2./ —4M860.5 g, fnMcllvaineZz

H1625 mL, R, JRA.

4.18
4.19
4.20
4.21
4.22
4.23
4.24

0.01 mol/LEEERVAW : HUFERR1.26 g, FH/KIAMEIF R 21 000 mL.

0.01 mol/L=F LR : W= LHR0.8 mL, FH/KEMRIFFREZ1 000 mL.
0.34 mol/LFRFRVA W : HUAiAR1.85 mL, FH/K¥A Ak 2100 mL.

TR RN : BUSERANTG, FHKVE AR B2 100 mL.

1 mol/LEEFRVA : HUER12.6 9, FI/KIA M HHFiB 2100 mL.

1 mol/LHFR- Z TG : BXL mol/L RS20 mL, FH 2 i i 1 #4 F 22100 mL.
1 mg/mLtER. WHER, &HERMZIARAESR: DR TSR, B8R

VUM E . EhIR e R M ERIR 2 PR Z AR E AL - 2010mg, FEEFRE, 705110 mLESR+, H
RIS AR IER R R 20, IO BOR AL mo/mLif L8R WU R, &8 ZME U Rhnik
W, -20°C UL R ORAF, HROWLIANA .

4.25

10 Hg/imLtB 2. UM R @R R MZ AR S0 #EFREII mg/mLt

R WHR. @FRMDZ I RRME MBS mL, 1100 mUgERT, FH R E
Wik 2 Z B, Fo ik B2 010 ng/mLI H 53 UMK B R MV RS TR
2~8CHRMF. B

5. AN ERAI

5.1
5.2
5.3
54
5.5

A TS TSR AN .
S HT RSP #%E0.000 01 g.
P J#E0.01 g.

AP

TR A #%: 3000 r/min.

5.6 IR CoHL: 4000 r/min.

WE: ASEBORTA] LOX A 1 Agela 24 AIBFRIBLELNY, AL St AR ACIRE CUR N THGES %, FERI Rl R, 50
Bl 2 ORI AN R S B2 5 B ] R A R



5.7 [FIFHARUREHE

5.8 AMAX

5.9 JEHIALUEMRL: 0.22 bm.
5.10 &0 : 50mL.

5.11 ZIEEAE: 4 fE{E0.1 mL.

6. URHKIHI % 5 IR A7

6.1 ik} %

6.1.1 ZH4H

HOE BB B R R 12 (IR gl (fm, ik, R, WPETBUNLA OF, Xk, &
7, 2L, WS , &, IR,

—— B BP0k

—— BRI AR, ER R

—— IR A ERE S, TS IIE BIR B ROAR R, AE s R Uk

6.1.2 -4

HUIE S e AR 1 R AR, TRAIIA.

——HU IR &, AR R R

—— BRI AR, A Rk

—— USRS R, TR IS B FE AR, AE s R ek

6.1.3 X3

W& R s &, 58, JRAm.

—— U BB A, PR

—— BRI AR, R Rk

—— RS2 ARE R, SIS B AR, VB A RNk

6.2 HURHI LR AE

-18°C LA M RAE, 3 H W HET A Hrke il o

7. WE IR

7.1 $EHL

7.1.1 IR

FREGAKE (540.05) g, 750 mLE L&, =& H 515 mL, #®iEl min, #%%5 min,
JHEDTA « 2Na-McllvaineZz %15 mL, J®JiEL min, %5 min, 8500 r/min&5.L»5 min,
U E3EW . NEBWINEDTA « 2Na-McllvaineZz 430 mL 73 IR ZEHL, & =k EIE R,
e dRd S, .

_3_



712 UUAL RS BRE. A8, 9E

FREGEL (540.05) g, F50 mLEGCEH, MMEDTA « 2Na-McllvaineZz i #20 mL,
WA HEL min, #%%10 min, 10.34 mol/LERER K5 mL. 7% FR A5 mL, W€l min, 8500
r/ming 05 min, B EiER. %@ HEDTA « 2Na-McllvaineZz 74720 mL. 10 mLE & #2HL
PR, G EIER, IR IE s, & H.

7.2 1k

HLBAEAK X HEES mL. 7K5 mLFIEDTA « 2Na-McllvaineZz #h#i5 mLifit, Hus
WO AE, RS R G, KRHIZK10 mL. 5% HIEEA L0 mLtkss, T30, HIH
6 mLyEM, WS T 2R o, k2 mL, 27, 3 B EES mL. /K5 mLiG{bILCX
FE, Al e S5, H/KS mL. HEES mLibkyt, #T1 min, 1 mol/LEER- 2 &6 mL
Pelbt, WCHEVE, T40°C/AKIBEAME0S~1.0 mL, FiIFEE0.4 mL, JH0.01 mol/LE R
WEAE20mL, BB, SR EENE. YN TE24/ NS N TERAIE . O

7.3 bRt h 2R il

K % B HU10 pg/mLYR & bRl TAEGE &, FH0.01 mol/L B IRy Vi R R R FE 20.05. 0.1,
0.2, 05, 1. 2. 5 p o/mLIIRFNEEARAER, At RO Gl . DLINAS IR AL
bi, 0 L FRIAR HE TR TROAR B2 A b, il bRl 2k . SR IR 77 2 ANAH G R 4L

7.4 W

7.4.1 VAR S5 A4

o iAE. C18 (150 mmX4.6mm, KifE5u m) , HiAH4E .

WAIAH: A: 0.01 mol/L =3 LRI, B: LfiF: BREEMEN, WK1,

Rl K 350 nm

WA 50 ML
FEIR: 30°C
1 GRBN AR R A%
Fif ] By A B
min mL/min % % curve
0 1.0 90 10 6
5 1.0 80 20 6
15 1.0 65 35 6
16 1.0 90 10 6
17 1.0 90 10 1

7.4.2 M5k



SR T VBRI SL AR TV VR, B B0 Rl 2 mUR v, A Rik A TR B ARl 7
AR R VY PR 32 28 25 i AR L LE A RS R ) SRS B 2 o 7E R (il 5% R, ife
VEIURR 2 TN I RE TR 1) T 00T €% 1 4 ol UL PR SR

7.5 T HIRE

BRASIERL A, 84 BRI S AT .

8. iR EAEIR
BRER A Z R & (hg/kg) » # N AIHE

_ AxCsxV
AS xm

X

X
X —— SR AR R IR 2R 2K 25 7R B &, 1 g /kgs
A —— SRR L DU B 3 S 2 e TR AR
As—— FRAEVE IR LA DY PR 25 28 25 I i T A ¢

Cs —— FRAEVE B AL DU R R R AR L, 1 g/L:

V —— RZFEERAER, mL;

m—— iR E, g,

s HESRFMGR S AE. WES RN CHATINE WEARFIERR, RE=MF
-

9. RLITTVEMN REE . R ARG 5 i

9.1 REE

RIPELERE . B 26 SRR, &, 05, allp. SFUTR A IIER 920 ng/kg,
SEER NS0 Hglkgs TERE 45 2B MSIIRTAE. B 3% R0XS B + g s (R BR 50 rglkg,
& w R 100 Hg/kg .

9.2 HEMSE

KINFELERE . FL SR 250 ~200 Hg/kgis Ik FE i A 2 960%~120%, 7E
W A 2ES TSI RFITZHZ1100~600 Rg/kg s N B B [RISCR N60%~120%, TERE 4+ 2.
R JIEZH 24100 ~1 200 Ho/kgids Ik I 1a] W 22 609%~120% & MRS Y Bz + 1 7 21 24100~
600 Mg/Kg¥s I FE () [l e 2% h60%~120%, £ LRI AR UL AI50~200 Hg/kgis Inigk B 1 Rl s %
960%~120%, 7£ 4 9350~200 ng/kgis I FE (1) [ Wi 2% 960%~120%, £ 5% #550~400 Kg/kg
TR IR FE 1 R 22 0960%~120%

9.3 NHE

AR TV (I3 A B O 2 << 15 Y%, IR AR X b i 22 < 15
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Fis% 2
SRR R AR, RS M K AR U iR B A
WA — BBERIEE
1 3eHE

AKRHERE T ShADUR B il P SR RS 24 ) B AR ke B SR S0 P o) R R AH €43 -
HR B 5T 15 7 V2

APRUEE I T JERT RGIA. XORT A PR SRR, R IR A e R A
FEURFIAE | SR A ) A e 2 b S AR A T A

2 HEMsImxH

BT A 1 S5 R I AR AE (0 5| P I A AR AR ) 23 LA VE HR 51 A S f, 3
Bt 5 BT A O ORISR IG5 BUBTT RIS IE F T AbRitE, SR, SERARYE Ahs
HETE M) 5 75 B 5 2 75 P PR A L8 SO (R B WA o FLRANTE HII 51 R SCfF, Hosmedh
FRAIE F T A bt

GB/T 6682 43 #rSu6 = FH /KA U FH a6 7 92

3

3.1 FEMIH &
R i SRR VR (1 2 B IR 2R, 808, B TSR s S5
3.2 FEMIIIRAE
-20°CUKFEH A7 %% H o
4 WMETTE
4.1 J7iE R e R
F B ST IR A (1R B K 2R 245 e AR, 22 0.1 mol/L #h BV K- 1E CXe i
WATBCRRIE, 4 MCX [EAHZEHURE A, VRO €l - 3 IO TR A, (2 3 O B B ] 15
W B E Y, AMRkE R
4.2 AR
PAR AT F IR, BRI B AR5 R 0 A 43857 KON FF A GBIT6682 ALE 1 — 27K .
421 CLWROBE ikal
422 CLfF tmikal
423 WE @ikal
424 WRER



425 1ECkE fikal
426 =K
427 LFg  tikai
42.8 MCX [EAHZEE  #Uk& Y 60mg
429 HHEM(MNZ) i =>98%
4.2.10 HEREM(DMZ)  4li)E =>98%
4211 ¥FILHRHME (MNZOH)  4lifE =94%
4.2.12 FZIEHFERME (HMMNI) 4l =94%
4.2.13 #7£(0.1 moL/L)
HU 8.3 mL ik E: R T 1000 mL A&, F/KWRBEEEZZIE.
4.2.14 THFEBKIESE 25 K HARI AR #E % %57 (100 pg/mL)
SINRRE RS M SRR, SRR A, FRLHIE AN 0.01 g, HIFEREME RS
100 mL, -20°C F{RfE, AHRUH 6 41H.
4.2.15 FHEEDKMEE 2454 e AU VR & AR 11 W (10 pg/mL)
Y 100 pg/mL FlFE KR 25 W hr e i 45 5 mL T 50 mL &, FHFERRE R E
ZIEE, -20°C MERAE, ARG 6 A
4.2.16 TR 254 B H AR bRtE T AR
HUE R 10 pg/mL Al FE KM 25 WITR S bRk 10, FH PR B R B B VAR P PR A v A
W ACUKFER ORI, AR 1A
4.3 {XARAB %
431 WAHELE - PRI
432 HASIHHL
433 KV JEE 0.01g AIKE 0.00001g
4.3.4  RER R G
435 [EMZEREREE
436 BLHL
437 AAMRTHE
4.4 W 5E L
4.4.1 $2HL
FRHEX(2.020.02) g i0FE T 50 mL B0 H, I 15mL 42 .08, %3 2 min, 4000 r/min
BS0 5min. BV E S — 50 mL BOE T, FRIEH 15mL 28R MR R R, &
FHRUIREGE, 20 CKRIBESAMT .
4.4.2 L

Bn 0.1mol/L LR 5mL, W3 1min 780 MR, in smL 1E 2k, F4% 20 X, 4000r/min
_8_
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B0 5min, FIECKZE. FEBEMSmL EQkERE LA R, BRIECKZ, &4,

MCX [E M ZEBUREAR O 2mL FEEAT 2mL 0.1mol/L $hERTHAL, B 4 ik,
WV 2mL 0.1mol/L /2. 1mL HIEE. 1mL 2%%/KitkdE, H 2mL FEE-/K-5%K (80-15-5)
el eI 20 CARIB AT, 0.5mL /K, i I 5L A BAR €185 - R TG 1% I 5
4.4.3 LA IARAE 2 1 ) 2%

3 RS B e G ) A KSR 2 K b AR, RN 2.0g 2 Fakl R, AR
JELE 0~100pg/kg JE A 5~7 NG IIAREERRR, % 4.4.1 1 4.4.2 DB, 9K
T - H RO B 13 5
4.4.4 WE
4.4.4.1 B8

i SunFire Cg (150>2.1mm, #if% 5pm), BiAH 2%,

FrR: =R

HEAEE: 1010

TRBIAH B B 2% A W3R 1.

F 1 WA TR R %

I 18] VB 0.05% Z B /K | 0.05% LR KGR | Ak ik
(min) (mL/min) (%) (%)

0.0 0.2 100 0 1

6.0 0.2 0 100 6
10.0 0.2 0 100 6
20.0 0.2 100 0 1

4.4.4.2 R A

BEFUR: HBE 25 BT

it EE T

Rl e AR ARILE

B TURIREE: 80°C

Jii 5 7R B . 300°C

BAMEHIE: 2.8kV;

Jii 8 75 A . 450 Lih;

HEFLIRIE: 30 L/h

EMEE TR EREB T LB R R, W 2,




K2, THIEBKIESSZGY) S A 58 PR RS 1%

SE R TR HESL MR

- TE P X TE BB TX HEFLHLE fill- 4% 58 =
- (mlz) (mlz) V) (eV)
172> 82 21
FF i e 172 > 128 25
172 > 128 15
‘ 188 > 123 15
F2 5 g e 188 > 126 25
188 > 126 15
142 > 81 22
b S g e 142 > 96 28
142 > 96 15
‘ § 158 > 55 15
FE L S A 158 > 140 25
158 > 140 12

4.4.4.3 M 5E 7
HCEURHA VBRI 2 VS AR AE VA, A B p B2 fURHE, ARt t SEUR h 25 (R B B
RS 2 1 S TR R 3 VAR i IR s i JHG A 7 ) e R 357 S0 A ASC g R 0 P 4 19
N o BRI 2 A DI o A T A R e e AR A B £ BR B T 25 A KT 2.5%
BBHA R (0 B AR 3 B 5 25 S IR A P P B8 AR LA A 3R 3 IR,
F 3 URHA R B AR T BEI Fo v 22 1

XL (%) SV ZE (%)
>50 20
>20~50 25
>10~20 +30
< 10 #50

445 7 HIRK
s el R A 52 4 AR F) Al g 25 SR AT P AT #1E .
45 ZERFHENERIR

. o XA
BRI X=—3

A
S TR AE 2Rt 11 AcaXeth,
i afib, 0 X:AT_b
Rk

X— Al alpl i i 2 ke S FLACHH 5 B B (bo/ka) s
X2 FLAS IR V2 BT 2 O o g e R s K ELA D 45 N34 P2 (Lo k) s

A— R R R KA B EL AU (1 e T AR
-10-




A7 LR A i 208 a0tk v i R iR el K AR 4 g U TR A
o A RFMER AE, WE S R ATIE MEARPERR, R =A0H R

7.
5 ALWTTVEREUE .. HEWRIE. KGR
51 RIS

RITEIERA S FEIF. A9 WA AR R Jy 0.5 po/kg, & & RN 1.0pg/kg.
5.2 HERSE

ATTIEAE 1.0 ~10.0 polkg W IR FETE I Y, 2 EES IOARE d i i, [Alu
N 60%-120%.
53 IHEE

ATTIE ML AR 5 REU<20%, HiEiE AR S5 REU<20%.

-11-



B 3
W& PR B RAR Y 2 5% B T 2
VRO €20 — B R R vk
1 el

AHRHERLE T ShWINE £l b g A e 5 B AU R R AT BURE € - R BB B3 N0 5 5 125
AARAEE ] TXG 8 AREERILA S TR0 AN S L 43 th iR JE 75 S AR JE F i
R B IIE -
2 MetsImAxH

B SO R Sk 08 I AR HE Y 5| BT SO AR HE R 2R LR B S A S fE,
B 5 TR B SCR. (NIRRT N A B E MISAE T AR iE, ST, S RAE A7
HETE M) 5 75 B 5 2 75 P FH A L8 SO (R B AR o FLAANTE HII 51 R SCfF, Hosmeh
FRAIE F T A bt

GB/T 1.1-20094R AL TAE S M S5 . Aaobe [ 45 0 A0 4 55 B 01

GB/T 6682 43 #T5:5% % Fl /K KU AR 77 12k

3 R

BURHH I B ) 90 JE 25 AR JE 5 i HIBRAL 1 2 1R SRR R, 1E Cobebp i, [ AEER
HEAL, AR G- SRR FUE R, AR E R

4 RFSHR
PAR TR R, BRI B AR R AT 43R5 KON RFAGB/T 6682052 11— LK
41 FARRHEXES: TE=99%. FIAKBHEAMS: FE=97.6%.
42 FRLENR, iREER, d5-CAP: #&100ng/mL.
43 i Akl
4.4 W @G,
45 HR: Mg,
46 LR KR
47 =K
48 L
49 MCX [EMAHEFE 60 mg/3 mL, A 4%
410 S%ZFRKFER: WS mL, F/KBMEIFHBEE100mL
411 10 %2 R : HUE/KS mL, FH BEVE AR A5 B 2250 mL, B30 A BRAC .

-12-



412 30%ZFEKER: B OHE30mL, /KB MRIEFRE 2 100mL,
413 982 LR LBs-E /KW : LR L FR98mL, fnEK2mL, .
4.14  1mg/mLFE R e RS % Hhr eI & R S FRECRUR Je 2% AR JE % A 4 T
H225mgitxt B, 2000 125 mLE . H OISR R ZIRE, B mg/mLi
TR B AR B BRI . -20°C UL R RA7, A RUH6N A
415 10 pg/mLIEA e % Fa K e % IR GARE TAEM: 70 ks % S B Amg/mL s 7K Jé % il
BB R UEI & V0. 4mL, T-10mLE i, B ZE R R 2 21 B2, BCHH R B 10 pg/mL
TREFRHE TR . 2~8 CIRAE, HRUHIANH.
4.16 1pg/mLFER B FIE KB H R A bl TR : K% B 10pg/ mLFEA JE %5 FIER B
# IR A bRt AR L.0mL, T-10mLEi T, HZEMBEIEEs, BCHIBIREE AN ng/mLiEE&
bRt TAER . 2~8 CIRFE, ARUHLINH.
5 {UFFKE
5.1 B i AU - FR R BN (C s 55 B T UR)
52 Z#rRF JE&&E0.000 01 g
53 RF &&E0.01g
5.4 B0
55 Rt EG &
5.6 IKTFHRG
5.7 S1JFHL
5.8 [EMHZEHUCE
59 AR
510 JEME: AHLAHE, 0.2 pm.
511 X90Jf: 100mL.
6 R &S5RE
6. 1 iRHI &
HO&E & F S BRI S A BN S, S, IS,
—— BB AR &, R
——BU RIS AR, A Rk
—— ISR A R, TR IIE B RORRE AR, VRN ARk
6.2 B TRAE
—20°C L M ORAF
T MESE
7.0 HEJGUUC AR v 2R I ) 2%

-13-



1 2 B U ng/mLSR 2K JE 25 Fl 3 K JE 25 Fe i A b e TAER5. 251500l , 10pg/mLF A 2
25 R IK JE 5 IR A b e TAERL0. 2571500k, AR IKINN643 83 ORI 10 A B2 1 2 1 301
WA, [RIINE23 590 i N100 ng/mLITARE 32 A AR 100uL,  N30% &6 7K 1 Va5 7
FE20.5mL, JCH SR 10, 50, 100, 200, 500/11000 ng/mL (3 i VT L 2 51 ARHEE T
REPE,  PERORE - BRI A o DAV ARRAE B 15 B €0 B 0 T A LU AR AR, 6 R AR
WEVR TR FE R AR AR, 23 SE R UCRE ARt 2R o SR [0S 5 FERIAR 56 R 4
7.2 FEHL

FREGAARN2£0. 02 )g, F50mLE 0 H, TIA100 png/LiiARE R R WARIEIR100 ul, A
RS, #FE15min. IN98:2 4. L FR-Z/KERI0mL, J%3)1min, 3000r/mini.05 min, HX
FIEWT100 mL A5, B BRI K, A SRR . XS0 In5% Z ER2mL,
PRIBIRE], TA0CAKIHRAEE1.5mL. # % 5 —50mLELEH, H5% L RR2mLBEsE AL
L, Pl R R — B0, IE AkEsmLB AR, #®3h1imin, 3000r/mini.05min, #F EZ,
TR E G AR — K, &
7.3 b

MCX AL BURE AR VR B 2mL A K 2mUiG A . B R A, FH5% Z BR2mLithidt ,
FH10%% FHEESmMLBE ML . AR BRI, T40°CE KT . FI30% & /K SO0uL A il ik A%
Yy, BERIEUE, LR SRR R - s R R I E o
7.4 W
7.41 ki

ik:: Cig 100mm>2.1mm, KifE1.7um, BH 4%

WA A: GKIETG: B: LNEHWG

BhREEVEE: Bh R e R P 2R L

Jitig: 0.25 mL/min;

HiR: 30°C;
HEFEE: 10 pL.
xRl MERRER

il MiiBed A B
min mL/min % %
0 0.25 95 5
0.5 0.25 95 5
2.0 0.25 0 100
2.5 0.25 0 100
3.5 0.25 95 5

-14-



7.4.2

J i % AF
BRI U
Hiir: BB TR GRERER ME TE REREMRREER) ;
R 77 2 22 B M
HEHE: 2.8kV;
Ji: 80 C
FALIEE: 300 C;
HEFLSIIH: 30 Lih;
FASI#E: 600 Lih;
MRG0 5e BB Txt O BEAEFL L . A e B K2,
K2 BAXRE. BEARERMNI-CAP EEEFXRMEFLEE. iEsSE

s 5E M ) ERETFX | HfLEE | AifEREE

B m/z m/z Vv eV
356 > 185 20

BAREE 356 > 336 25
356 > 336 15
‘ 248 > 130 15

AR % 248 > 230 15
248 > 230 10
d5-CAP 326 > 157 326 > 157 35 15

7.4.3 Mgk

BB HA UM 2L B UL CAR IR, A B 2 e, PRI T B IR VBRI 222 i 1L

PC A VHE VA VR PP G A JE 25 MRS JE 25 2 1A AT 25 1 o i €0 i U T A 2 L AE AR 3 AG I PR e P v
B2 Ao R AR A 8 R 2 B2 5 38 o UL B VA VB B8 AR R FE AR L, AT A R3
IR o AR BRI IR HH AR 25 7 Jo 0 P DL PR S AL

7.5

* 3 EMNERBNEFEENRARTRE

FIX B TR
>50 >20~50 >10~20 <10
%
JCVF IR fi
‘ 420 425 +30 450
%= %
= H 5

SRR AL, SR 55 4 A I O 5225 BRAEAT P AT .

-15-



8 ZRITEMER

N A_C.C.V
$ﬁﬁ@:ké§§6§?
S R P B £ R X=%¥
Ko,
Co— B ST B E W IOWE, g /L
C BT TP LA B VR R I HOT B, g /L
O AT R TR SR 2 AR IRIE, g /L

C—— MhRHE R A5 21 FRU AR S 3K JE 5 AN IRCA e B LI, pg/Ls
Ai——UFEVA T AR B RUR 25 AT IR JE 25 e A Vg T A 5
Ais— IR BT U3 R AR I T AR 5

Ac—F B R A L SR JE 25 R R K JE 26 1 e T A
A is—XT IR F AR TG 3R A bR R U T A 5

X—— il r AR R R JE 5 AR JE B MR B . g /kgs
V—lFEE AR, mL;

m—— R &=, g,

T AR TR AE, WESSRAATIE AT EMER R, IR =A%
Fo

9 WNFERYE. EMEFBEE

9.1 REE

AT VRIS BR Jy 3po/kg, & EFR N 10g/kg.
9.2 HERE

ATTIEAE 10~300pn/kg 7 I LK B [ R Dy 70%~120%.
93 HBEE

A TTVEE P A BT (R 22 <20%,  HE 1) FH X BR 7 (R 22 < 20%.
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M X A
(BERIEMR)
BARE., BACERNK d5-CAP HHEIEFRERILE

ST-10ppb
20130925015 3: MRM of 1 Channel ES-
100~ 2.00 326 > 157 (CAP-D5)
1.41e4
<] 2.03
1.96
0 T T T T T T T T 1
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
20130925015 2: MRM of 2 Channels ES-
100+ 1.98 356 > 3?67([!;;:%
1.99 ’
OQ,
1.93
. L e
T T T T T T T T T 1
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
20130925015 2: MRM of 2 Channels ES-
- 1.97 356 > 185 (FF)
100 5.91e3
1.99
] 1.95]
2.01
2A‘26 2 :59
[0} T T T T 1 T T T T 1
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
20130925015 1: MRM of 2 Channels ES+
100+ 0.61 248.2 > 229.7 (FFa)
3.23e3
=
0.67
0.49 0.93%%1 4 16
[0} T T T T T T T T T 1
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
20130925015 1: MRM of 2 Channels ES+
100~ 0.63 248.2 > 130.4 (FFa)
1.50e3
2]
068 104115
0.42.0.49 .
T T T T T T T T 1 Time
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00

ALK B % FER B 5 I eV R IE &5 7 i il ] (10 pg/L)

JR-T10ug/kg-2

20130704005 3: MRM of 1 Channel ES-
_ 2.00 326 > 157 (CAP-D5)
100
201 7.69e4
=1
ol AR s s Aaeaa s e e . .

T T 1
2.20 2.40 2.60 2.80
2: MRM of 2 Channels ES-

356 > 336 (FF)

T
2.00
. 1.97
100 1.86e4
=]
o T T
2.00

‘ 04‘60 ‘ O.éO ‘ 1.00 1.20 1.40 1.60 1.80 2.20 2.‘40 ‘ 24‘60 ‘ 2.é0

T T T T
0.60 0.80 1.00 1.20 1.40 1.60 1.80
20130704005

20130704005 2: MRM of 2 Channels ES-
100~ 1.98 356 > 185 (FF)

1.97 6.95e4
=1
O T

T T ASAARRASARRSRRRRRRRY) aasel

0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80

20130704005 1: MRM of 2 Channels ES+
0.63 248.2 > 229.7 (FFa)

879

. : )
1.40 160 1.80 200 220 240 260 2.80

20130704005 1: MRM of 2 Channels ES+

. 248.2 > 130.4 (FFa)

885

Bl A2 2 RS PR INRE v REAE 35 7 o 2 (i ¥ (10 pg/kg)
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fMisxk 4

IR b -HNELRR X AR BN — REEIE- S
Rt
1 SeE

APERE TR R TP HHERG. HHERV. PSR, BRI, 2RI, 5
MEPERR. SMEPEAR . ZERPUMR. SRAEMENG . ShfZw . ShABHE . S A Mmoo Sk A Wik i 413
FhB — PN L 2 218 245 A 5k B A 00 S ) A AR €385 — B BB 0 5 7 2%

ArsHEEH T4, . IR T ERG. THERV. PSR R,
SURTOMR RMEEAR, GUEPOAR, ZERVUAR. ARG, SRR SRAEHDE . Ak
S AR £~ B 2 A 25k B A

1 AsetsI A s

B S SO I A bR HE Y 5] T O AR HE R 2R LT HI 51 S,
Bt 5 BT A BCR ORISR A ) BUBTT RIS IE F T AbRitE, SR, SRARHE Ahs
HETE M) 5 75 B 5 2 75 A R A L8 SO (R e WA o« FLRANTE HII 51 S, Hosmeh
AR IE B T A bRt o

GB/T 6682 73 S48 =8 FH 7K BUAR AR50 7 2%

2 HHE

3.1 HRBEHIE
3.1.1 44
I B e B R 1 R 1, TR AIA .
3.1.2 ¥, SHLAAFE AT
& 57 AR 1) 23 B Y, SIS .
3.2 HBMIRTE
IR R -20°C LUR I AR
3 MEFHE
4.1 FHRERRIE
PR i T R B 5 RDK A CIE IR UG, I IECRe R BRIRT, T Coglil AR RS U 25
BRARI,  HHE Jo AR RO - HR BT A, AMRidE &
4.2 IR FapA
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DA AT R AR, BRARE I B 38 A 1 A b 4l500 s 7K 56 GBIT 668281 5E 1) — 2K
421 FHHERG. HHER V. PFIEFHK, BT, ZR0UA, JRMETIMR, SRR, 2K
PR, ShAUPERT . Sflg R, SkfIhE . SRR LA IR B e AEREYY KT 95.00%.
422 CLfF Eikal
423 IEck
424 HIR
425 FrifEfE&R (ImgimbL) - #EFFRBOE EMHE R R G, HHER V. SR, R%
PRy ECRTEAR. ZRMEPEAR, SMEPEAR . ZERVUAR. KA lG . Sk ER . Skfihie. Skim
WHORI K FENRAEDGS HE , F 50% C G /K IS TS T RiRe, 23 AIIC R A Amg/mL BOBRTEE A 46K o
4CTHRA7, AROAA L.

426 RAEFMETIEH (10ug/mL) : 3 IHEREL 0.1mL MERH R G, Hfx V. P
PRy FRIRVEAR,. SRV RPEPERR, SPRTEAR, ZERVEM. Skfangfi5. kiR, ki
SE SRR L AR B AR HE A S 10mL AR T, AUKFREZIE, RANE, 4T
TRAE, AR L.
4.2.7 FERUCECARE TAEW: AR EBUE IR R A FAE TAERE S, AT AHALR
B A R4 o R, IKE A S AmL, AR, RIS
43 {YFFLE
4.3.1  VRAR - B ECTRE A CTC FLE 55 B T IRD
432 TR #&E0.00001g
433 KF¥F E&E0.01g
434 EREEOHL
435 TRl G &
436 JKTIRG
437 AR E
4.3.8 BakerBond Ciglfil & AT : 500mg/6mL, BAH% .
439 WAL
4310 JEME  0.2um
44 MELE
4.4.1 RBHAH %
R ) 4 EL 4

—— WS ARERES, EA AR

— WM Ares, ERAT Ak

—— WM ARG, WIS B IR B RARAE TAE, 1E 9 R kL
4.4.2 HREL

-19-



FREC 2 (20.02) g W0kl BT 50mL EOE W, /K 2mL MM 8mL (ARG B %
INZE 8mL) , iR A 5 HiE R 5Smin, 10000r/min &0 10min, B LiERT A —
50mL B0E W, IHIECKE SmL, JWiER S 5 SR 5min, 5000r/min &0 5min, F
R, N R & T

443 1§k

Cig /MEMKIH 20 5mL 7K SmL AL, B4 HIBOE AL RIS U AR T 15mL SR

W, HF, T 40°C TR EEBUNT ImL, I7KERE ImL, 7870k g >, ## % 1.5mL
SRLELE N, 4°CF 15000r/min B0 10min, BUE B _EE G IR S, AR - 8 BE R
TG .

4.4.4  FEJTUCEC AR AE Hh 28 1 2%

445

S BIHERR R 13 AR - A BEIE S 254 R YR AR EEOE &, KA 6 148 AN
PREL. b Sk Ja VR, KB R R ImL, Fusriis), HIfKE N 5. 10, 50.
100. 200 #11 500ng/mL )% 5T VLT 5 VR S PR A, B0 BEIE S _EALIGE . DLARRIE
BB I T RUN AR, FRAEIE TR BE R AR, b bR 2k

e

4451 WHHEESEZME

B BEH Cg (50>2.1mm, 1.7pm) , Bt %4#;
WA AN 0.1%H IR ZIGIEH: B AR 0.19% FF /KA
BEREWERE: 0~1min, {£KF 5%A; 1~2.5min, 5%A £kEA51L % 50%; 2.5min~4min,
{547 50%A; 4~5min, {7 5%A;
JE: 0.3mL/min;
HEif: 30°C;
HEFEE: 10pL.

4452 JRIESH &M

BFUR. AR BT

ity EE T

K7 2 SR

HE ) 3.1kV;

P 110°C;

FALIEE: 350°C;

HEFLAUUE: 50L/h;

A AR#E: 650L/h;

MRRZGPp e P B BT B R FLAL R . il R A LR L.
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®1 13MB -G ENE. BEE TN AL AR R

st 4 B5 1k 1] M BT TE BT HEFL il 4
7
(min) (m/z) (m/z) HENV) | BEE(EV)

366.3 > 113.7 20
[ 2L G AR 1.59 366.3 > 113.7 15

366.3 > 208.0 12

529.4 > 133.9 15
Skt fi5 2.15 529.4 > 133.9 25

529.4 > 396.2 15

350.4 > 105.8 15
ZRPEAR 2.24 350.4 > 105.8 25

350.4 > 159.8 10

348.3 > 157.8 8
SR 2.26 348.3 > 157.8 18

348.3 > 174.0 15

350.3 > 157.8 8
Sk e 2.30 350.3 > 157.8 18

350.3 > 175.9 12

455.2 > 155.7 15
Sk 76 AL Ik 2.46 4552 >323.1 20

455.2 > 323.1 10

646.6 > 142.9 32
Sk FE WK el 2.61 646.6 > 142.9 20

646.6 > 530.3 10

379.3 > 159.8 15
BARTEH 2.79 379.3 > 159.8 22

379.3 > 220.0 18

335.3 > 159.8 10
HHERG 3.01 335.3 > 159.8 20

335.3 > 176.0 12

351.3 > 159.9 12
HHERV 3.14 351.3 >159.9 20

351.3 > 192.0 10

402.3 > 159.8 15
ZR L P B 3.23 402.3 > 159.8 20

402.3 > 243.1 12

436.3 > 159.9 15
S T A 3.36 436.3 > 159.9 22

436.3 > 277.2 12

415.3 > 170.9 35
ZE R PG 3.45 415.3 > 199.0 20

415.3 > 199.0 15

4453 WEE%

CRORHA VBURN 25 5T DE O AR VAR, VR B2 SRS, AMPRV2vt B o BURNA AN R T 1T
ARV T E B RG. HRE RV PSR, BRI, 2RIk, KPRk, SUMEPE AR
FERVUMR, Seflunde s, kg%, SkAihise . SkramenpoR Sk AR AR r RFAE 29 5 & o i i
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RS REAEASCRR RS DN FR) 28 P9 R 22 7AYo RV VAR ) 85 AR X = BB 5 288 Jo TG PR A V8 Y )
FAIGT FFEAR L, FFER200ER o ARk RS IR R AL 2 1 02 i € 3% P 4 ol DL PR
AT EAL~EAL,

F 2 ORI A RS ARG = FE I o Vi 2 G

HIXTFE (%) VR ZE (%)
>50 +20
20~50 +25
10~20 +30
<10 +50

4.4.6 FHRK
B ikl SR S8 A R B0 e 22 BRIEAT P AT 44
4.5 gERHERRIR

. CsA
MRHE: C=——
As

oY TCRC AR M M 2R A : FHAs=aCs+b,

Ffafin, mC =270
a

1% TR - BEIER2GW)R

_ov
m

X

A
X——HRR B - A BRI 25 B & (polkg)s
Cs——HL VLRV MR AR - N BRI R 25K B (ng/mL);
C——tulil RN AR - ISR 2GR (ng/mLD;s
As——IEFTULECVA VR A B - P9 B 2K 2 Mg T A s
A—— Bl EURHA TR P AR BB - A L HE S 25 W I T AR
V——RYE 5 E AR (mL);
m —— R R ().
e PR AE, eSS R PATIE AR RME LR, R A 80
Fo
5 KON JVERBURE . HER R % R
51 REEE
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HH®R G, BHER V. FUSIFHA, BT, ZORTIM, KM, EMTEAR, 2R
POk, Skamefs . Skfng T, Skfabig . SkAammk Al Sk AR 7E 2R 05, A%, AR E
AR v 1g/kg, € =R N 21g/kg .

5.2 HERE

KITEAYIE 21/kg~50pn/kg 78 DA FE 0 FE A [y 60%~120%:; 4% XS LAYAN
B 2 ZATE 2pg/kg ~300pg/kg 7 VAR B2 BBl Y [0 60%~120% .

53 IE

AR5 A AR B R v O 2 <<20%, - St IE) A AR v O 2 <20%.
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F3RA
(BEBHERS)
B -MEL R KAWL R T RE R IEE

50ng/mL 13 mix std

081125-15 13: MRM of 2 Channels ES+
3.45 415.3 > 199
- g% 5.23e5
0t T T T T T T
1.00 2.00 3.00 4.00
081125-15 12: MRM of 2 Channels ES+
3.36 436.3 > 159.9
gé 1.75e5
0t T T T T T T
1.00 2.00 3.00 4.00
081125-15 11: MRM of 2 Channels ES+
3.23 402.3 > 159.8
g% f\ 2.41e5
0= T T T T
1.00 2.00 3.00 4.00
081125-15 10: MRM of 2 Channels ES+
3.14 351.3 > 159.9
gé 3.06e5
1.00 2.00 3.00 4.00
081125-15 9: MRM of 2 Channels ES+
3.01 335.3 > 159.8
5% AL 2.98e5
1.00 2.00 3.00 4.00
081125-15 8: MRM of 2 Channels ES+
2.79 379.3 > 159.8
gé 1.98e5
o4Vt 7r—7T T 7T 7 [ime
1.00 2.00 3.00 4.00
50ng/mL 13 mix std
081125-15 7: MRM of 2 Channels ES+
2.61 646.6 > 142.9
n g% ﬁp 1.35e5
0 T R e e
1.00 2.00 3.00 4.00
081125-15 6: MRM of 2 Channels ES+
2.46 455.2 > 323.1
g% /\ 9.24e4
0 T T T T
1.00 2.00 3.00 4.00
081125-15 5: MRM of 2 Channels ES+
2.30 350.3 > 157.8
g% 2.37e5
00— T T T A R R A T
1.00 2.00 3.00 4.00
081125-15 4: MRM of 2 Channels ES+
2.26 348.3 > 157.8
§% 1.78e5
0t —— T T T A R L R T
1.00 2.00 3.00 4.00
081125-15 3: MRM of 2 Channels ES+
2.24 350.4 > 105.8
§€ 2.70e5
It
1.00 2.00 3.00 4.00
081125-15 2: MRM of 3 Channels ES+
2.15 529.4 > 133.9
g% j\, 1.54e5
I
1.00 2.00 3.00 4.00
081125-15 1: MRM of 2 Channels ES+
1.59 366.3 > 113.7
g% 1.05e5
Ot rr T T T T T T T T e [ IMme
1.00 2.00 3.00 4.00

Bl AL 50ng/mL RiEVE TS I HRHIE 25 5 i i (i 1]
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milk 5ng/g spiked

081125-22 13: MRM of 2 Channels ES+
3.45 415.3 > 199
- QQ% 1.58e5
0 T L L L L L T T T T T T
1.00 2.00 3.00 4.00
081125-22 12: MRM of 2 Channels ES+
3.36 436.3 > 159.9
g% 3.62¢4
ot-——r—rr———
1.00 2.00 3.00 4.00
081125-22 11: MRM of 2 Channels ES+
3.23 402.3 > 159.8
g% 4.50e4
O T T T T T T T T T T T T
1.00 2.00 3.00 4.00
081125-22 10: MRM of 2 Channels ES+
3.14 351.3>159.9
o\"% /\ 5.41e4
0 T L L L L L L L L L T
1.00 2.00 3.00 4.00
081125-22 9: MRM of 2 Channels ES+
3.01 335.3>159.8
gé 7.33e4
o+-——rr——
1.00 2.00 3.00 4.00
081125-22 8: MRM of 2 Channels ES+
2.79 379.3>159.8
o\% 7.91e4
0 T I L T T I T Tlme
1.00 2.00 3.00 4.00
milk 5ng/g spiked
081125-22 7: MRM of 2 Channels ES+
2.61 646.6 > 142.9
- §§ 304 2.00e4
T T HERL N L L L L L T
1.00 2.00 3.00 4.00
081125-22 6: MRM of 2 Channels ES+
2.44 455.2 > 323.1
g% 1.41e4
0t
1.00 2.00 3.00 4.00
081125-22 5: MRM of 2 Channels ES+
2.30 350.3 > 157.8
%’é M 40 1.78e4
T T T L L I L T
1.00 2.00 3.00 4.00
081125-22 4: MRM of 2 Channels ES+
2.26 348.3 > 157.8
g% gfkii42 1.51e4
0 T R HERL N L B I L L T
1.00 2.00 3.00 4.00
081125-22 3: MRM of 2 Channels ES+
2.24 350.4 > 105.8
g% i 3.43e4
0 T L L L L T
1.00 2.00 3.00 4.00
081125-22 2: MRM of 3 Channels ES+
2.15 529.4 > 133.9
g% j\‘ 3.12e4
0 T R I LR L R T
1.00 2.00 3.00 4.00
081125-22 1: MRM of 2 Channels ES+
1.59 366.3 >113.7
L 3.37e4
1.00 2.00 3.00 4.00

K A2 5nglg 2 F AW IS 2 AR AR 2 i i
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chicken 25ng/g spiked
081125-10

S

13: MRM of 2 Channels ES+

[ .

081125-10

::
0

081125-10

0

1.00
081125-10

s
0t—

081125-10

s
0~

081125-10

s
0t—

chicken 25ng/g spiked
081125-10

- g%

3.44 415.3 > 199
3.71e5
4.00
12: MRM of 2 Channels ES+
436.3 > 159.9
9.26e4
4.00
11: MRM of 2 Channels ES+
402.3>159.8
1.27e5
4.00
10: MRM of 2 Channels ES+
351.3>159.9
1.43e5
4.00
9: MRM of 2 Channels ES+
335.3>159.8
1.78e5
4.00
8: MRM of 2 Channels ES+
379.3>159.8
7.43e4
1 Time
4.00

7: MRM of 2 Channels ES+

0t

081125-10

s
00—

081125-10

s
0

1.00
081125-10

=
3
081125-10

s

1.00

1.00
081125-10

5

1.00
081125-10

a\% 1.39

01
1.00

646.6 > 142.9
5.77e4
4.00
6: MRM of 2 Channels ES+
455.2 > 323.1
2.92e4
4.00
5: MRM of 2 Channels ES+
350.3 > 157.8
6.49e4
4.00
4: MRM of 2 Channels ES+
348.3 > 157.8
6.78e4
4.00
3: MRM of 2 Channels ES+
350.4 > 105.8
1.12e5
4.00
2: MRM of 3 Channels ES+
529.4 >133.9
9.19e4
4.00
1: MRM of 2 Channels ES+
366.3 > 113.7
2.84e4
e Time
4.00

K A3 25ng/g 75 FH LIRS IR A5 21 R RRAIE 25 1 o & £ 1 P



kidney 25ng/g spiked

081125-29 13: MRM of 2 Channels ES+
3.44 415.3 > 199
- OQ% 3.53e5
0 T L LR HL N L T T T T
1.00 2.00 3.00 4.00
081125-29 12: MRM of 2 Channels ES+
3.36 436.3 > 159.9
o\% 9.77e4
0 T L T T T T T T T T TT
1.00 2.00 3.00 4.00
081125-29 11: MRM of 2 Channels ES+
3.23 402.3 > 159.8
o\% 1.11e5
ot+-———r—r— e
1.00 2.00 3.00 4.00
081125-29 10: MRM of 2 Channels ES+
3.14 351.3>159.9
o\% 1.21e5
0 T T T T T
1.00 2.00 3.00 4.00
081125-29 9: MRM of 2 Channels ES+
3.01 335.3 > 159.8
Q\c% A 1.27e5
0t T T T I A
1.00 2.00 3.00 4.00
081125-29 8: MRM of 2 Channels ES+
2.79 379.3>159.8
o\% 5.54e4
0 T L B L B L T T T T T Time
1.00 2.00 3.00 4.00

kidney 25ng/g spiked

081125-29 7: MRM of 2 Channels ES+
2.61 646.6 > 142.9
o\(cﬁ )34 4.81e4
T HEE I HRL N L B L T T T T
1.00 2.00 3.00 4.00
081125-29 6: MRM of 2 Channels ES+
2.44 455.2 > 323.1
o\fé 2.07e4
0t T T T [ R
1.00 2.00 3.00 4.00
081125-29 5: MRM of 2 Channels ES+
2.30 350.3 > 157.8
0\03 6.51e4
O T T T L L L B L T T T T
1.00 2.00 3.00 4.00
081125-29 4: MRM of 2 Channels ES+
2.26 348.3>157.8
g% 6.23e4
O T T T T L L L I LR T
1.00 2.00 3.00 4.00
081125-29 3: MRM of 2 Channels ES+
2.24 350.4 > 105.8
é’% 1.24e5
0 T T T T T L L L I T T
1.00 2.00 3.00 4.00
081125-29 2: MRM of 3 Channels ES+
2.15 529.4 >133.9
o\% 1.28e5
0 T T T T L L L I T T T
1.00 2.00 3.00 4.00
081125-29 1: MRM of 2 Channels ES+
1.52 366.3 > 113.7
- a\°§ 139 2.78e4
0 T L L B L LR L LR I T Tlme
1.00 2.00 3.00 4.00

A4 25nglg % 1 HEVR AL S R S T R (8
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e 1B S PG MRFAE B 7 B B 3 1 (366.3 > 113.7);
2— RFEME SRR S T E O & (529.4 > 133.9);
3—EFPUMEHE S T E % & (350.4 > 105.8);
4— KA FRHEE 7 PR G & (348.3 > 157.8);
5—LFBHERHIE S 1 E O ] (350.3 > 157.8);
6 — LM A B 1 B R (O K] (455.2 > 323.1);
7— RFENRERHE & 1 B E O K] (646.6 > 142.9);
8— R FVIMAHIE S T i (i & (379.3 > 159.8);

9—F R & GRHES T E Mk (335.3>159.8);

10— HER VRIEE 7 EAIER (351.3>159.9);

11— R MEPEARRHIE B 1 B B 0 1% 8] (402.3 > 159.8);

12— FMEPUARRHIE 2 7 P i 18] (436.3 > 159.9);

13— ZERVUMASE S F i m i & (415.3 >199.0),
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B3R 5
SRR R AR BN — BEIRE RIS
- R ERBRIE
13

AFRHERUE TARD R UM R RHR . S8R M2 TR 100 & W5 BRI R A R0
AR - H R A 52 T ik
At TR SRR, 2ER. SERMZ MR B sGRE YR E R Rl

2 BEMSI R

I HNSCAE b R 25 AR IE R A BRAE (0 5| T A AR 2 FLAEE HUIR 51 SO, HBE e P i
BE OAMEFEEIRI N ) BUBIT RRIAE T AbrdE, SR1M0, SO ARYE AR R 7 125 5 it 5t
75 AL HTX S S I BT ARAS o LA AN H R 51 SO, FLsoB AR SE A

GBI/T 6682-2000 4341 5256 == F K HL U Ak 36 75 v
3 HlkE

3.1 HmAHl &

WO T i A v 1) S 1 R, TRE A
3.2 HEmi IR TE

-20°C L F UKAR A7 25 T

4 MEFE

4.1 FiFR B RIE
BRI R LER. SHFERMNLZ R FRLEMcllvaine-Na,EDTAZZ HYEAZ I, HLBA:{H#4L.
R o A € - R I TR R, MR I B
4.2 I FNA R
PAF BT F AR, BRAERIE B3 S5 A Al ) KA 6 GBIT 668241 5 i — 4K .
421 HERNHER FE=97%.
422 +HBR HE=924%.

423 BREH R FTE=945%.
_29_



424 ZUHR TE=83.2%.

425 WK @ik

426 CJF figal

427 HR

428 AN

429 FrEIR(CeHgO7 H,0)

4210 WEMRE 8 (Na;HPO, 42H,0)

4211 &V 4R —4N(CroH1sN,Na,Og 2H,0)

4212 FEAMWVER (Imol/L)  FREVEHEAILINAG, MUKIEMIFMEEZ100mL, RI7S.

4213 FrERRAEW (0.1mol/L)  FREX21.01gt7 5 EE, FH KGRI & 4 21000mL, EIf5.,

4214 WEERE HNAW (0.2mol/L)  FREN28.41gMEIRA — 4N, FH/KIA AT 4 41000mL, BIfH.
4215 McllvaineZZ i K#0.1mol/L 745 R ¥ 1000mL 5 0.2mol/ L i BR & — A i 625mLIR &, F
Imol/L A E AN I pHE %24.020.5.

4.2.16 Mcllvaine-Na,EDTAZZ MK (0.1mol/L)  FREX60.59 4 — % VY £ 18 — 8N N1625mL McllvaineZz
s, RV, RAE.

4217 FRAERESW MERIRRBGEER AR, SR EENSREFE RN NER, AR BERRERR
R FER g ImgimL VA, AR FRAERS . E-20° CUKFETIRE, HROH N 1A

4218 IRGPMETAEHR  HEMEDGRHERE S HOE R, FFEE-K (3+7, VIV) B & R B
Mz, LHER. &HRMZ TR RIRA AU TIER. In A aTwH].

43 (BRI E

4.3.1 O R - E R R A3 (T LS 55 1 UED

4.3.2 53 iR J&E 0.00001g

433 KF & 0.01g

4.3.4 IREIR G A%

4.3.5 KRG &

4.3.6 B0

4.3.7 BT

4.3.8 [EAHAEHUFE  HLB /ME(60mg/3mL), B 2% .

4.3.9 F WA
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4.3.10 TYALUEME  0.22pm
4.4 MELER
4.4.1 R %
URH 1l £ L4
——  HORSIE MRS, ARk
—— HURSIEMZ AR, B2 Ak,
—— BORSIEMZS ARES, IS B B A TR, 2 AR
4.4.2 FEHL
FREX2 (40.05) giRAIFEN, BES50mLE-LEH, JiMcllvaine-Na,EDTAZZ i 18mL, i g iR >J,
8000r/min 2 L2 10min(IEL K T15°C), B EIEH T 1 — 208N & .
4.4.3 ¥4k
HLB/NMEK O FIEE . /K &5mLTisE . BU& i 10mLid i, AR ZK . 5% FHBE K VA5 5mL itk e,
AT . B O BRI (149, VIV) 3mLstfii, el HZRRT GREKT40C) . HF
BE-7K (3+7, VIV) 0.5MLIERIRARYY, IR A e oA 6 it- o 65T 1 SO & o
4.4.4 FrifE h 4 1 4
KBRS ARE TGS R, FWE-K (3+7, VIV) IR S IUHRE. LBE. &FEN
Z PR 810. 20, 50, 100, 200, 500ng/mLff) RFIBRAE T AR, AL m RBor €k 5 B 4%
WE o
4.45 J5E
4.45.1 WAH it 5 1F
g BEH Cy (50>.1mm, 1.7pm) , BAHYS
WA A DY 0.3%H) R LA TE L B AHY 0.3% K H IR KB
BEEEVENL:  0~bmin, 15%A &A% 35%A; 5~6min, {REF 15%A.
JiE: 0.3mL/min;
Heif: 20°C.
R 104,
4.4.5.2 i A
B YR TS YR
P BB
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R Ty 2 2 SN
B HLE: 25KV
JiiE: 100°C;
FALHRE: 300°C;:
HEFLSIAE: 50L/h;
S E: 500L/h;
PE. EEE T HESL R Rl AR WL R L.
®1 WU RBYORBEITE] s Ve B0 DUSCEFL I R . b e

W

s

5 B4 Bf [ EEETFX | EEE T | #HALEE | AEREE
254
(min) (m/2) (m/2) V) (eV)

445.4>154.0 25

UEZS~ 1.47 445.4>410.4 25
445.4>410.4 20
461.5>426.5 20

+HEE 1.22 461.5>426.5 25
461.5>443.5 12
479.5>444.4 20

EER 2.55 479.5>444.4 30
479.5>462.5 15
445.5>428.4 15

ZVHIRER 3.00 445.5>428.4 30
445.5>410.5 25

4.4.5.3 W& %

HCARE A VBORIAH L AR AE VAR, R BR R B2 )R, 4R AMPRIE DL TR TS BRI SRR VA
SRILES N N w5 N2 B A1 E2 - Nt L DVA SR VR R NGy ol K (e el P Y R 2 e T A DS i
X SRR RS AR AL, R A R2MER . AR VAR R IR B TR R
B350 W sRAT AL EA2,

2 URRVE R RS AR SR BE R o 22 Y

FIXTHE (%) Sz (%)
>50 +20
20~50 +25
10~20 +30
<10 +50
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4.4.6 7 HiA5
FRAS AR HEE R AL, K 58 4 A0 R B0 g 20 SRt AT P47 A o
45 ERItEMERIE

AR MR, LR SERNZUARNLHE:

x _ AeVVs
AV,m

A
X—lBHh R, LHER. £BERMNZ IR (/)
A —— R VA VR RH S 24 400 F A T AR
As —% JEVA R P AT L 240 F e T 5
Cs— X HE VAV HHAH S 25 4 1A ¥ B (ng/mL)
Vi — 3R EUEURHE 2 R B AR (mL);
Vo —— o [ AH AU BT F & ATV R (L) :
Vs —— IR R AR AR (mL) s
m —— BRI 5 ()«

T TR R CE, WE SR AT IE AP BRI, IRE 3O A
4 WNFERYE. EHE. BEE

51 REE

VU, LFHR. SEFMNZ I RES G IR ASpg/kg, & &R 10pg/kg.
5.2 AEE

AT EAE10pg/kg ~200pg/Kg ¥ 0 FE 1) A1 % S 70%~120%
53 fEE

AITVERIEN A 5 BB <20%, #HL[EAF 7 2 <20%.

-33-



BI%A
CREBHEF )

VUPR 3R G WAL 25 1 o 1 6]

100ng/mL mix std

090505-35 4: MRM of 2 Channels ES+
3.00 4455 > 428.4
1.94e5
E X
0 T L L L I B L L L T
1.00 2.00 3.00 4.00 5.00
090505-35 3: MRM of 2 Channels ES+
_ 2.55 479.5 > 444 .4
E 5.38¢e4
X
15 2.04
T L L L L L L I T T T T
1.00 2.00 3.00 4.00 5.00
090505-35 2: MRM of 2 Channels ES+
_ 1.47 445.4 > 410.4
] 2.06e5
S
E .21
0 T L L B L L L I L I L T
1.00 2.00 3.00 4.00 5.00
090505-35 1: MRM of 2 Channels ES+
1.22 461.5 > 426.5
% 1.14e5
R
or—7"7 7777 71— [ime
1.00 2.00 3.00 4.00 5.00

KA1 100ng/mL BB PUPR 3R SR 25 WPRFAIE 2 1 o = 3 &

50ng/g milk spiked

090505-27 4: MRM of 2 Channels ES+
2.99 4455 > 428.4
1.41e5
E X
2.46
0 T L L L I B L L T
1.00 2.00 3.00 4.00 5.00
090505-27 3: MRM of 2 Channels ES+
_ 2.54 479.5 > 444 .4
1 4.54e4
X
3 2.04
1 T L L L L L L I T T T T
1.00 2.00 3.00 4.00 5.00
090505-27 2: MRM of 2 Channels ES+
_ 1.46 445.4 > 410.4
E 1.92e5
S
B 1.21
0 T L L B L L I I L I L T
1.00 2.00 3.00 4.00 5.00
090505-27 1: MRM of 2 Channels ES+
1.21 461.5 > 426.5
% 1.08e5
R
ort——T7—7— 77— T 77— [ime
1.00 2.00 3.00 4.00 5.00

B A2 50ng/g 7 FAF WA s DY A 2SR 2SI 88 1 o A i I
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A 1— EEREINRES 7R E O K (461.5>426.5) ;
2— VUM ERAF B RHE S 7 PR (i & (445.4>410.4)
3—EHRMBIMRHER T Ok K (479.5>444.4)
A— ZVIHRGBIRREE TR O K (445.5>428.4)
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MisR 6

MR MBI RSE . BRI 2254 % 5% BB Ry
E RHEHEIE-BEKRIEE
1 JEH

AFRHERLE T SV dh P DUPRER I TR R Vi T 2 2410 ) ) R VRO € 3 — 3 TR
JR I 5E T 1

AARAEIGE I T2F 25 AU . FEREAT R IR VIR R &% R, LER. 5
NER CWchf TERZIENE . AR | TR PO TSR R R EE L R O
Eaip L SN 1 SR SN S S 1N 1787 A N 17t S N A LTI SR A N 1
SEURKIER | RS PR SRR E | R SROE TR | QR AR M L B ) R SEE L R R
e EREEEERE . TR RV SRRTVE . BRIV R R AR KRR, B

WE. ERWE. FRRWE. WhibE. ZHIbE . BRI 5 T sk 8 8 ilE .
2 AEtsI A

RSO ) 2% R A b 1) 5| T A AR bR R 25k LRI FLI 51 SO, 3
b5 BT A ST OB R A A BUEEMIIANE F T AbrilE, ST, SR Abr
YIS BN % T P TR A5 A A FH S S SO BORTRAS o« LR ANTE H A 51 SO, Hodsof
RRAS & T A S

GB/T 1.1-2009  FrfEAL ARSI SELEE7: FritE A 45k A g 5 AN

GB/T 6682 73 Hfr 5246 % Fl /K AU AR J7 1%
3 R

R R R M DUPR R B, RIS 2, F R, AR RO, W)
A - R GRS I, AR E &
4 X FbA R

A BT ORS00 B 2 A 350 e AT Al AR s KR -6 GBIT 6682815 ¥ — 2K

4.1 VURRZRAGYIRS.: UK, &85 K. LER. BIER, T2=95%.
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4.2 FERRZWI RS . CTRRERG . TEGOLNE . R E . Tl RO R T i
PRI IE | B Y e e Tffbe PR e, DR PR IR Mo L TR e L TR PR E | )
FAR NG | B PP SEURA TR | BRI x PP AR e . e SRUA TR | TR A0 — P SR I L B ) —
SEMEIE R OR e KA CIERE, £ B =95%

4.3 VEEEZRZAYITIEA: R E. KIEDE. MR E. BERDE. WEDE. X
PR BIEDE., AR E. RS E ., WhP R R R R, O E, &5 =95%.
44 L. (i,

45 HWEE: Ak,

4.6 LFROTE: Bk,

47 WR: (ikal.

48 LW =% (CyoH1aN,NaOg 2H,0)

4.9 WEK

410 FERRE 8N (NapHPO, 42H,0)

411 B —EB (NaH,PO4 2H,0)

412 FriEfR (CeHgO7 H0)

4.13  EEA

414 HLB[EAHZEEH: 200 mg/6 mL, A% .

4.15 0.05 mol/LMile — ANl U —8N7.8 9, FHZKIA i I #6i%¢ 221000 mL.

4.16 0.05 mol/LERE A : HUBEIRE —4817.9. g, FH KV 3 F4 B 221000 mL.

417 WERRERZZ TR HXO0.05 mol/LEEE — A ANIA 190 mL, FH0.05 mol/L ik FR & — 4hia Wi
B 421000 mL.

4.18 1 mol/lLEE NI : IEEMINA g, FKE M IERRE 2100 mL.

4.19 0.03 mol/LE A LAY : BXL mol/LE EALANA T3 mL, FI/KHFiRE 2100 mL.

4.20 Mcllvaine- Na,EDTAZ ifk: 43 MU R12.9 g, BHIREA —4410.99, 4 &I 4R
TN39.2 g, F7K900 mLEfE, FH1 mol/LiE A s i pHZ5.040.2, F/KHikE 221000
mL.

421 Ve BUFEELS0 mL, INZER ZBH150 mL. RE /K6 mL, YEZA].

422 SiEW: BUK4A0 mL, HEES mL. ZfE5 mL. FER0.05 mL, JREZA).
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4.23 1 mg/mLPYPRF S T AR T S 2 bR T I A VR R B FRUAT 24 T 4% 254710 mg
VYRR SR T DR 25 W00 FE, 2000 110 mLE i, DURRERIE. REfZR25Y)
F R BRI R IR 21 1%, WERERSR 254 110.03 mol/LE B s s I B 2 21 1%, I
I BGR E 91 mo/mL B DUBR 22K B AT s v R S 2 bR I 4. -20°C LU R IRAE, B 2K
e~ H .

4.24 10 png/mLPUBR A, il SR IR 25 M0V & bk AR 23 RS %5 8L mg/mL
PUFRZRIS, Ml AN v U W S 2 Wb HE I % W #%-0.1 mL, 10 mL&NRr, i I REAf e 2 4
JE, A SO N 10 pg/mL IR A R TAER . -20°C LA RAE, A ROHIANA .

425 1 pg/mLVUIRZRIE, TSI T TSR 25 VIR S bR e TARER: R 8 H10 pg/mLIYFA
R BARISRIE IR 2R A bR E TAERL mL, F10 mLEfh, MR Z1E,
PO BE N T png/mLIR A AR E TAE . -20°CLAURORAE, A RGHIANH .

4.26 0.1 ng/mLPUFF . il SR RS 25 VR A bt AR RS2 B pg/mLIR S
bRt CAEL mL, T-10 mLE R, F B AR 2 21, O] R 80,1 ng/mL VR & bl
TAEM. -20°C AT RAE, AR H .

5 {UFFRE

5.1 R (- I A T PELBE 55 B8 T IR
52 Z#rRF: E&&0.000 01g.

53 KF: J&KF0.01g.

5.4 AT OAL

55 HFiHL

5.6 JRIEERA A

5.7 [MIAHAHGEE

5.8 ZEMAL

5.9 A BIHTRAL

510 JEMEE: 0.2 um.
6 HHEMFIZESRE

6.1 IHRIEIHIE
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W3 B e A R 1 2 R AL, S, IR ERA

—— R R, PR e

—— BRI AR, EE AR

—— U BT A AR, A BB RIARHE AR, A9 ARt

6.2 RRHIIRTE

-20CTLL N RAE .
7 MELE
7.1 EREFREZRHE

FE B0 pg/mLIE 451 TAERI10AI20 uL. 1 pg/mLiE & 4riE TA/E 204140 pL. 0.1
pg/mLyE & FRAE TAEWRO. 208140 pL, 43BN TH 42 BOFANSL B2 iR R E H, 45°C
KIS EAWT, B ERIABRAY IR ZEL mL, Bo# sk & 80, 5. 10, 50. 100. 250

500 pg/LHAIHE 5T UL EE R GRS ARG 1308, SRR COE- SR IS I E o DLIASAFAE =S
TUETI R INARR, X NIRRT B R AR, 2l il 2 o SRR RE AR R R 4L

7.2 R

MREGRAEH(140.02) g, T 50 mL 2.0, I Mcllvaine- Na,;EDTA 22013 8 mL, %)
1 min, &7 20 min, T--2<T10000 r/min &> 5 min, B EJER T 5% — 50 mL =08, &
IR A 22 0P 8 mL B HEEL 1 k. S IFMIREUR, JRE), & H.
73 Ak

HLB [E A& B 4K 7 B EE 5 mL F7K 5 mL Ak, Bg oA, K7 7K 5 mL. 20%
/K 5 mL ke, T 5 min. FHBEMLK 10 mL Pefit. WCEGRMR, T 45CKRBES
WF, R 1 mL, %3 1 min i #EEARY), 14000 r/min .0 5 min, JERLIEE, AR
- B BRI E

74 WE

741 BiEEt
BREFE:  Cig (50 mm>2.1 mm, Fif21.7 pm) , 24,
TEAH: A 0.1%HER/KIEW:; B: 0.1% F L FH A
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PREEYEML: BRIV AR WK 1;

WiE: 0.3 mL/min;

Hii: 35°C;
HFEE: 10 L.
x®1 BEERIERF

I 18] T A B
min mL/min % %
0 0.3 95 5
2.0 0.3 85 15
5.0 0.3 60 40
7.0 0.3 5 95
7.1 0.3 95 5
9.0 0.3 95 5

742 JRESAF

BT AR R T
7 BRI
Ky 2 SN,

B E: 3.0kV;
JRiE: 100 C;

FALRE -

450 C;

HEFLA M : 30 L/h;

FHARUE:

1000 L/h;

MAZGYENE . 8RR 70 SOt B A HEAL I Al e MR 2.
2 FRERE, AR, EIEERAYINE. TEBTRIEFLEE. liiEEE

E MR T TE BB HEFLH R fill i e =
259
m/z m/z V eV
4451 > 410.2 19
VUIR 2 445.1 > 410.2 25
4451 > 427.2 13
SBE 479.1 > 444.2 479.1 > 444.2 27 23
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479.1 > 462.2 19
461.1 > 426.2 20

+EER 461.1 > 426.2 23
461.1 > 443.2 13
445.1 > 410.2 24

[EVAES 445.1 > 428.2 26
4451 > 428.2 19
215.0 > 108.0 18

VR 215.0 > 156.0 17
215.0 > 156.0 11
250.0 > 108.0 25

sk Jlaz e e 250.0 > 156.0 27
250.0 > 156.0 16
251.0 > 92.0 27

ik iz s g 251.0 > 156.0 23
251.0 > 156.0 15
254.0 > 92.0 26

ik iz B S e 254.0 > 92.0 27
254.0 > 156.0 16
256.0 > 92.0 25

i fi e A 256.0 > 156.0 26
256.0 > 156.0 15
265.0 > 92.0 28

ik Jiaz F s g 265.0 > 156.0 24
265.0 > 156.0 15
268.0 > 92.0 28

ik g PPk S S e 268.0 > 156.0 22
268.0 > 156.0 16
271.0>92.0 30

ik i B e 271.0>92.0 19
271.0 > 156.0 15
277.0 > 108.0 22

2R sk 277.0 > 156.0 14
277.0 > 156.0 10
279.0 > 124.0 21

i i e s g 279.0 > 124.0 30
279.0 > 186.0 17
279.0 > 92.0 28

ik fiae — PR s g 279.0 > 186.0 30
279.0 > 186.0 16
ik iz 1) PP 4 s g 281.0>92.0 281.0 > 156.0 28 31
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281.0 > 156.0 22
281.0 >92.0 30

itk iz P 48 WA R 281.0 > 156.0 26
281.0 > 156.0 17
281.0 >92.0 29

ik i Xof B S M g 281.0 > 156.0 25
281.0 > 156.0 17
285.0 > 92.0 28

ik i Sk R 285.0 > 156.0 22
285.0 > 156.0 15
311.0 > 92.0 32

Tk iz 41 — R SR B g 311.0 > 156.0 28
311.0 > 156.0 17
311.0 > 92.0 32

ik Jiaz 1) — FP AR g 311.0 > 156.0 28
311.0 > 156.0 21
315.0 > 92.0 42

i iz 2 i e 315.0 > 158.0 32
315.0 > 158.0 28
404.0 > 149.0 32

PR f g A 404.0 > 256.0 27
404.0 > 256.0 15
262.0 > 216.0 28

M i 262.0 > 244.0 24
262.0 > 244.0 18
262.0 > 202.0 32

o, 262.0 > 244.0 26
262.0 > 244.0 18
320.1 > 233.0 25

R A 320.1>302.0 33
320.1>302.0 19
321.1>234.0 22

W A 321.1 > 303.0 32
321.1 > 303.0 20
332.1>231.1 38

WAV A 332.1>231.1 31
332.1>314.1 22
334.1 >290.1 18

Kb 2 334.1 > 316.1 34
334.1 > 316.1 20
WERWAE 352.1 > 265.1 352.1 > 265.1 31 22
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352.1 > 308.1 16
358.2 > 96.0 25
BRI A 358.2 > 340.2 34
358.2 > 340.2 23
360.2 > 245.0 26
BEVL R 360.2 > 316.1 34
360.2 > 316.1 20
AR A 362.1>261.1 26
362.1 >318.1 30
362.1 > 318.1 20
363.1>72.0 21
FRERTD R 363.1 > 320.0 24
363.1 > 320.0 15
386.2 > 299.1 27
VR TR 386.2 > 299.1 33
386.2 > 342.1 20
400.2 > 299.0 30
THEDAE 400.2 > 356.1 37
400.2 > 356.1 19

7.43 Mgk
7431 EVENE
A T A o £ ] T ) 5 R 0 1) R O T 5% €2 B8 PO R IE B 5 A SR P A
ot 5% CEL T W () R AL 5 A IR e e R S S5 v o ) % B T T80 (AR X O 22 AN K T 2.5%: £
AR ALE B AR T 2 5 9 2 AR 2V A b VA TR A X R — 3, AR T (s A %3
(RIRITE DR S A o A AR S R R4 «
* 3 EMNERBNEFFEENRRRITRE

X B >50% >20%%50% >10%%20% <10%

FCVF HIAH XS O 22 +20% 425% 430% +50%

7432 EEE

ECRAE A VR IS (R b e AR, A bidin i, b AR SCARE B I D R 3 2
Tl L e T 245 24 o 2 A 35) S AE ARSI (R R Y BT P9 o 7E B3 it S B 2 R T, DY
R S W I 2 25 bR o T RN SR VA 00 YA € 0% I 3% 1) DL PR SR
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75 ZARE
BRA IR, R 58 A0 R )20 B AT AT 4 .

8 RitHEMEKA

8 e x=ACY
A;m
\ o . cV
EJZ%E @ﬁﬂ*ﬂ‘?ﬁﬂﬂ?ﬁ&?ﬁ X = T
A

X—— R R P AN O DU SR 22, B2, MEIREH R 2k B =, o/kg:
A——RENATR AN I VUIA 226, RIS TR RS 259 AW T R
Co——XFMRVAM AR N (O VUIR 2L TG . WSR2 IR, ng/Ls
C—— MAbrHE M 2R3 AN IR PUIR R 2R, WERESS . WETEERASS 2GR, ng/Ls
V—IRFE I & B BN, mL;
A——XT RIS A N O DURA 228, Bl . W28 2590 O WG THI AR
m — R R &, g.
E: FESERFIRA QM. s BT E R EAR T MERR, R =AH O
Fo
9 KNG ERE. HHENBEZE
9.1 REE
AIVERIIR IR 2 pg/kg, &8RN 10 polkg.
9.2 HEMWE
ARI7HEAE 10~500 pg/kg E8 IR BE /KB R RIUCE N 60%~110%.
9.3 BEE

AT N AR BRI 22 <15%, L [RIAH X b i 22 < 20%.
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mix3_2012121103

FisR A (52

9: MRM of 2 Channels ES+

4.28 268 > 156 (Sulfisoxazole)
100
o 4.2 5.79e5
LIS 431
Oy T T T T T T T T T T T
1.0 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 8: MRM of 2 Channels ES+
100 245 265 > 156 (Sulfamerazine)
1.20e6
<
2.10
0 T T 1 T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 7: MRM of 2 Channels ES+
100 6.35 262.1 > 244 (Flumequine)
2.20e6
< 6.21
0= T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 6: MRM of 2 Channels ES+
100 262 > 244 (Oxolinic acid)
1.58e6
B
Oy T T T T T T T T T T T
1.0 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 5: MRM of 2 Channels ES+
100 213 256 > 156 (Sulfathiazole)
o 1.03e6
RS
o 1.80.1.94)
T T T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 4: MRM of 2 Channels ES+
100 3.85 254 > 92 (Sulfamethoxazole)
% 3.22e5
RS
Oy T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 3: MRM of 2 Channels ES+
100 1.96 251 > 156 (Sulfadiazine)
% | 1.09e6
RS
2.27
0 T T T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 2: MRM of 2 Channels ES+
100 227 250 > 156 (Sulfapyridine)
% 1.62e6
ES
0= T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 1: MRM of 2 Channels ES+
100 1.76 215 > 156 (Sulfacetamide)
o 180 4.72e5
ES 1.62
O T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

K Ala JEATIEA L FTUCHC DI ZR K . RGN Vi R SR Am VA VURFAE 2 7 PR i 181 (10 pg/L)

FHE B 3%)

mix3_2012121103

22: MRM of 2 Channels ES+

100- 5.84 311.1 > 156 (Sulfadimethoxine)
% J 1.75e6
LIS
0 T T T T T T T T T
1.0 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 21: MRM of 2 Channels ES+
100- 4.14 311 > 156 (Sulfadoxine)
- 2.40e6
& 4.26
0 T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 18: MRM of 2 Channels ES+
100- . 285.1 > 156 (Sulfachloropyridazine)
- 36 3.68¢5
i 3.30. 374
T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 17: MRM of 2 Channels ES+
100 3.97 281 > 156 (Sulfamonomethoxine)
% 7.46e5
B
0 T T T T 7 T T T T T
1.0 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 16: MRM of 2 Channels ES+
100 3.28 281 > 156 (Sulfameter-Sulfamethoxypyridazine)
% 291 1.53e6
K3
0 T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 15: MRM of 2 Channels ES+
100- 3.01 279.1 > 186 (Sulfamethazine)
% 1.68e6
K3
0 T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 14: MRM of 2 Channels ES+
100 1.92 279 > 124 (Sulfisomidine)
% 2.02e6
K3
1.65
0y T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 13: MRM of 2 Channels ES+
100- 4.76 277 > 156 (Sulfabenzamide)
- 436 8 2.20e5
< .
o 4.30. 80
T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 11: MRM of 2 Channels ES+
100- 3.04 271 > 92 (Sulfamethizole)
% 3 gf 3.29e5
ES
0y T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
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mix3_2012121103

33: MRM of 2 Channels ES+

100 2.99 362.1 > 318.1 (Ofloxacin)
3 | 1.09e6
LIS
Oy T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 32: MRM of 2 Channels ES+
100 3.44 360.2 > 316.1 (Enrofloxacin)
% L 6.47e5
kS
Oy T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 31: MRM of 2 Channels ES+
100 3.52 358.2 > 340.2 (Danofloxacin)
% 3.41e6
<
0 T T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 30: MRM of 2 Channels ES+
100 3.65 352.1 > 265.1 (Lomefloxacin)
% 3 GA\K 6.17e5
<
3.41
0= T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 29: MRM of 2 Channels ES+
100 3.01 334.1 > 316.1 (Pefloxacin)
3.11e6
ES
Oy T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 28: MRM of 2 Channels ES+
100 3.36 332.1 > 231.1 (Ciprofloxacin)
% f\ 1.86e6
B
Oy T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 27: MRM of 2 Channels ES+
100 3.03 321.1 > 303.1 (Enoxacin)
- 3.43e6
= 21
Oy T T T T T T T T T T T
1.0 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 26: MRM of 2 Channels ES+
100 3.21 320.1 > 302 (Norfloxacin)
% 2555e6
S
0 T T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 24: MRM of 2 Channels ES+
100 5.26 315 > 158 (Sulfaphenazole)
4.56e5
< 5.30
O T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Kl Alb  JEIFIEZL 2V UL AC VYRR 3R 28 I S AN U Wi SR v VA VR ALE 29 1 T i i I8 (10 pg/LD

-46-

mix3_2012121103
100

43: MRM of 2 Channels ES+
479.1 > 444.2 (Chlortetracycline)

4.37e4
¥
o T T T T T T T T
1.00 2.00 3.00 4.00 7.00 8.00 9.00 10.00
mix3_2012121103 42: MRM of 2 Channels ES+
100- 3.46 461.1 > 426.2 (Oxytetracycline)
2.14e5
< 3.50
o 3.073.13 .62
T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 41: MRM of 2 Channels ES+
100 6.19 445.1 > 428.2 (Doxycycline)
1.02e5
& 6.11
o T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 40: MRM of 2 Channels ES+
100 331 445.1 > 410.2 (Tetracycline)
3.54e5
& 294 3%\3.37
o T T T T T T T T T T
. 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 39: MRM of 2 Channels ES+
100 404 > 256 (Phthalysulfathiazole)
1.24e5
B
o T T T T T T T T
1.00 2.00 3.00 4.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 38: MRM of 2 Channels ES+
100 3.83 400.2 > 356.1 (Difloxacin)
4.90e5
S 3.85
o) T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 37: MRM of 2 Channels ES+
100 4.09 386.2 > 299.1 (Sarafloxacin)
407l 15 2.30e5
ES
0 3.96 4.45
T T T T T T T T T T T
. 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
mix3_2012121103 34: MRM of 2 Channels ES+
100 2.65 363.1 > 320 (Marbofloxacin)
2.66 4.18e5
% ﬁ(
0 T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00



mix3_2012121101

9: MRM of 2 Channels ES+

1004 385 4.45 268 > 156 (Sulfisoxazole)
4.49
[ - w M W
T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 8: MRM of 2 Channels ES+
100+ 210221 2.61 265 > 156 (Sulfamerazine)
< 264
T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 7: MRM of 2 Channels ES+
6.22 262.1 > 244 (Flumequine)
1005 8.65e5
S|
T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 6: MRM of 2 Channels ES+
6.23 262 > 244 (Oxolinic acid)
1005 7.57e5
S|
T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 5: MRM of 2 Channels ES+
100+ 1.86_2-302.38 256 > 156 (Sulfathiazolg
< 1.80.
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 4: MRM of 2 Channels ES+
1004 3.523.74 _4.00 254 > 92 (Sulfamethoxazole)
92
T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 3: MRM of 2 Channels ES+
100+ 153 20455, 251 > 156 (Sulfadiazine)
o 1.50 131
K&
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 2: MRM of 2 Channels ES+
1004 1.81191 546 250 > 156 (Sulfapyridine)
o 1.80 2.49 119
K
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 1: MRM of 2 Channels ES+
100+ 1.36.1.51 173 215 > 156 (Sulfacetamide)
2.07 22
o\‘:L
T T T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00

mix3_2012121101

22: MRM of 2 Channels ES+

100+ 578593 311.1 > 156 (Sulfadimethoxine)
44, . 93
[ I
0 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 21: MRM of 2 Channels ES+
7 3.81 4.12 311 > 156 (Sulfadoxine)
100 135
<7 i 4.29
0 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 18: MRM of 2 Channels ES+
_ 331 347 285.1 > 156 (Sulfachloropyridazine)
100 .
o 3.28 3.82 155
BE 3.83
0 T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 17: MRM of 2 Channels ES+
1004 281 > 156 (Sulfamonomethoxine)
- 115
<7
0 T T T T T T 1
0.00 1.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 16: MRM of 2 Channels ES+
100+ 281 > 156 (Sulfameter-Sulfamethoxypyridazine)
- 175
<7
0 T T T T T T 1
0.00 1.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 15: MRM of 2 Channels ES+
100+ 279.1 > 186 (Sulfamethazine)
- 131
<7
0 T T T T T T 1
0.00 1.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 14: MRM of 2 Channels ES+
100+ 279 > 124 (Sulfisomidine)
- 198
<7
0 T T T T T T 1
0.00 1.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 13: MRM of 2 Channels ES+
100+ 277 > 156 (Sulfabenzamide)
c\c’
0 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 11: MRM of 2 Channels ES+
100+ 256 2.98 1 271 > 92 (Sulfamethizole)
2.5 g 157
QQ, 8
0 T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00

K A2a JEATIEA S AR IR B T U il
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mix3_2012121101

33: MRM of 2 Channels ES+
362.1 > 318.1 (Ofloxacin)

274 306317
1004 -
ot 2'71W27 116
T T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 32: MRM of 2 Channels ES+
100+ 3.55 360.2 > 316.1 (Enrofloxacin)
= 323334 MS-GS
T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 31: MRM of 2 Channels ES+
100+ 3.23 367 358.2 > 340.2 (Danofloxacin)
3.21, 3.82
|
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 30: MRM of 2 Channels ES+
1004 331 349 379 352.1 > 265.1 (Lomefloxacin)
147
S| ” “ * 3.98
T T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 29: MRM of 2 Channels ES+
2.69 334.1 > 316.1 (Pefloxacin)
10(\{?: 267 317326 145
T T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 28: MRM of 2 Channels ES+
100+ 3.40.3.55 367 332.1 > 231.1 (Ciprofloxacin)
3.06. .
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 27: MRM of 2 Channels ES+
1004 3.07.3.23 321.1 > 303.1 (Enoxacin)
o 270 329 116
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 26: MRM of 2 Channels ES+
1004 2.86.298 323 320.1 > 302 (Norfloxacin)
< W 52 110
< .
T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 24: MRM of 2 Channels ES+
100+ 5.09.523 549 315 > 158 (Sulfaphenazole)
< 98
T T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00

mix3_2012121101

43: MRM of 2 Channels ES+

B A2b S RHIEH S R 2 7 o i 5]
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100+ 5.08 g 479.1 > 444.2 (Chlortetracycline)
4.98
LIRS
0 T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 42: MRM of 2 Channels ES+
. 3.40 461.1 > 426.2 (Oxytetracycline)
100 3.43
3.34|%
S| 3.08. .69
0 T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 41: MRM of 2 Channels ES+
100 6.18 445.1 > 428.2 (Doxycycline)
6.1 1.19e4
| 6.09
0 T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 40: MRM of 2 Channels ES+
1004 291 321 349 445.1 > 410.2 (Tetracycline)
3.57 163
D\U,
0 T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 39: MRM of 2 Channels ES+
1004 4.65 507524 404 > 256 (Phthalysulfathiazole)
101
<]
0 T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 38: MRM of 2 Channels ES+
. 4.03 400.2 > 356.1 (Difloxacin)
100 350 g5 157
<] 413
0 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 37: MRM of 2 Channels ES+
. 4.36 386.2 > 299.1 (Sarafloxacin)
3.79
100 372 4.47 105
3
0 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121101 34: MRM of 2 Channels ES+
1004 231 363.1 > 320 (Marbofloxacin)
2.30 257 272 212
S|
0 T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00



mix3_2012121110 9: MRM of 2 Channels ES+ mix3_2012121110 22: MRM of 2 Channels ES+

100 268 > 156 (Sulfisoxazole) 100 5.78 311.1 > 156 (Sulfadimethoxine)
3 4.97e5 % 1.34e6
LIS LIS
0% T T T T T T T T T T T T ] 0 T T T T T T T T T T T J
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 8: MRM of 2 Channels ES+ mix3_2012121110 21: MRM of 2 Channels ES+
100 265 > 156 (Sulfamerazine) 100 4.10 311 > 156 (Sulfadoxine)
9.36e5 2.09e6
= ES 420
0% T T T T T T T T T T T T 1 0 T T T T T T T T T T T T J
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 7: MRM of 2 Channels ES+ mix3_2012121110 18: MRM of 2 Channels ES+
100 6.33 262.1 > 244 (Flumequine) 100 3.62 285.1 > 156 (Sulfachloropyridazine)
. .4
% o2 %_}t 1.65e6 u\% Jasa 3.42e5
0 T T T T T T T T T T T T T T 1 0 T T T T T T T T T T T T T T 1
. X 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 6: MRM of 2 Channels ES+ mix3_2012121110 17: MRM of 2 Channels ES+
100 6.04 262 > 244 (Oxolinic acid) 100 3.92 281 > 156 (Sulfamonomethoxine)
1.74e6 - 5.96e5
B 6.19 ES
ol ‘ ‘ ‘ ‘ ‘ P ‘ ‘ e o ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ : ‘
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 5: MRM of 2 Channels ES+ mix3_2012121110 16: MRM of 2 Channels ES+
100 211 256 > 156 (Sulfathiazole) 100 3.24 281 > 156 (Sulfameter-Sulfamethoxypyridazine)
o 8.39e5 2.88 1.17e6
= 1.93 |2 & ¢
0% T T T T T T T T T T T T T ) 0 T T T T T T T T T T T T J
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 4: MRM of 2 Channels ES+ mix3_2012121110 15: MRM of 2 Channels ES+
100 . 254 > 92 (Sulfamethoxazole) 100 2.98 279.1 > 186 (Sulfamethazine)
3 A 2.85e5 % 1.18¢6
ES B3
0% T T T T T T T T T T T T 1 0 T T T T T T T T T T T J
. 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 3: MRM of 2 Channels ES+ mix3_2012121110 14: MRM of 2 Channels ES+
100 1.94 251 > 156 (Sulfadiazine) 100 1.90 279 > 124 (Sulfisomidine)
- 4.66e5 < 1.63e6
o 150157 || 228 o 166
.‘ .‘ ' 2.b0 ' S.bO 4.b0 5.60 G.bO 7.60 8.60 9.60 10‘00 ' 11‘.00 .‘ .‘ ' Z.bO 3.b0 4.60 5.60 6.60 7.60 8.60 9.60 10.‘00 11.‘00
mix3_2012121110 2: MRM of 2 Channels ES+ mix3_2012121110 13: MRM of 2 Channels ES+
100 225 250 > 156 (Sulfapyridine) 100 471 277 > 156 (Sulfabenzamide)
% | 1.21e6 ﬁ% 430 |a73 1.96e5
0 T T T T T T T T T T T T T T 1 0 T T T T T 1 T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 1: MRM of 2 Channels ES+ mix3_2012121110 11: MRM of 2 Channels ES+
100 176 215 > 156 (Sulfacetamide) 100 3.00 271 > 92 (Sulfamethizole)
4.03e5 2.81e5
< 173 ° 3.03
0 T T T T T T T T T T T T 1 Time 0+ T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00

Kl A3a JEMIRAZ BN EREE . RIS A TR R 2K 25 WA FERHE 2 1 B (35 1] (10 pg/kg)
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mix3_2012121110

33: MRM of 2 Channels ES+

2.95 362.1 > 318.1 (Ofloxacin)
100
3 L 69e5
LIS
0 T T T T T T T T T T T T 1
. 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 32: MRM of 2 Channels ES+
100 3.40 360.2 > 316.1 (Enrofloxacin)
% 4.81e5
kS
0 T T T T T T T T T T T 1
. X 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 31: MRM of 2 Channels ES+
100 3.46 358.2 > 340.2 (Danofloxacin)
% }\ 2.14e6
ES
0 T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 30: MRM of 2 Channels ES+
100 3.62 352.1 > 265.1 (Lomefloxacin)
4.47e5
B
3.37
0 T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 29: MRM of 2 Channels ES+
100 297 334.1 > 316.1 (Pefloxacin)
23e6
<
o 271
T T T T T T T T T T T T T 1
. 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 28: MRM of 2 Channels ES+
100 3.33 332.1 > 231.1 (Ciprofloxacin)
% 1.18e6
B
0 T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 27: MRM of 2 Channels ES+
100 2.99 321.1 > 303.1 (Enoxacin)
2.63e6
= 3.16
0 T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 26: MRM of 2 Channels ES+
100 3.16 320.1 > 302 (Norfloxacin)
% A 1.72e6
IS
0 T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 24: MRM of 2 Channels ES+
100 5.21 315 > 158 (Sulfaphenazole)
.72e5
ES 5.24 3
4.87
0 T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00

Bl A3b  JEFFIEA S A nPURR 238 i R A v B S 25 iR E R AR B 1 i s i ] (10 p glkg)
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mix3_2012121110

43: MRM of 2 Channels ES+

100 5.22 479.1 > 444.2 (Chlortetracycline)
5.1 4.97e4
L 2
T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 42: MRM of 2 Channels ES+
100 3.42 461.1 > 426.2 (Oxytetracycline)
40) 2.06e5
< 3.46
o 3.07 .72
T T T T ¥ T T T T T T 1
. 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 41: MRM of 2 Channels ES+
100 6.19 445.1 > 428.2 (Doxycycline)
6.80e4
ES
O T T T T T T T T T T 1
0.00 . 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 40: MRM of 2 Channels ES+
100- 3.25 445.1 > 410.2 (Tetracycline)
2.15e5
ES
o 2.90
T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 39: MRM of 2 Channels ES+
100 5.08 404 > 256 (Phthalysulfathiazole)
1.21e5
ES
G} 4.77. 3)\517
T T T T T T 7 T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 38: MRM of 2 Channels ES+
100 3.78 400.2 > 356.1 (Difloxacin)
3.80 3.47e5
#} 3.75
82
O T T T T T T T T T T 1
. 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 37: MRM of 2 Channels ES+
100 4.04 386.2 > 299.1 (Sarafloxacin)
40 1.93e5
< o 14.07
o 4.40
T T T T T T T T T T T T 1
0. 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
mix3_2012121110 34: MRM of 2 Channels ES+
100- 2.61 363.1 > 320 (Marbofloxacin)
n b63 2.64e
ES
0 T T i T T T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
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ik 7
SR P P4 E R IR AR E E RN 2
FHE— R AESE
1 SeH

ABSHERUE T S E G bl PR E G 2 PRE TR 2R 25 0 18 3 AT U A B 4 11 2 1) i R AT v 2
VRORH € 0 52 T i
AARHEEH M A FROULA. IR, BIEAIE A BT 4e i R . AER R 2R EM

a8 LB 4 1 3R 5 B R N E

2 MTEMsIAxH

B SCAE N T ASCAE R RN R AN A LA VR H AR 51 SO, AT H AR AR ASE T
A FRAEH BRSSO, iR CEIEFTE B @A
GB/T 6682 431526 % FH KBRS A 56 7 1k

3 IR

WU R BT 4 2RISR B 2 CEHR I, CoglEAHAERUE I 4L, FOERTAAL, w0 i

HE, AMREE R

4 RFISHE

B 5 M Ah, BT R A T4k, KON FFE-GBIT 668205 11— 24K
4.1 F
411 ZJf (CHCND : faifhali,
412 HEE (CH3OH) : i,
413 1ECKE (CeHip) : failali.
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414 £LJFR (CHCOOH) : fhifhafi,

415 ZH OB (C4F05) : il

416 =4 (CeHisN) .

4.1.7 1- N-HIEEBKME (CqHeNp) -

4.2 ARECH

421 AR AW B L-N-FREEBRME 5 mL, 255 mL, JR5.
422 FTAEMET B R: W= REF 5mL. 45 10 mL, 5.
423 WKW: WONE80mL. /K120 mL. —=Z % 0.2mL, &%,
4.3 #nfEm

BIgep . (P4ER R ZRAR. CBEREM4ERE RS EI=95%, AR A.
4.4 FRERRHIE

441 PRUAENR: B4R R BHERR. ZHRER. CBRREM4ER RirdEm S &R T30
PERCY 27 10 mg) , REHEFRE, 70T 10 mL S, ) LR g IF MR R 215, Bl Bk 228 1 mg/mL
FIbRAEN 0. -18°C UL R #OLIRAE, AR 6 .

4.42 TREFHETAEW : FEEEEFRET &% 1 mL, T 100 mL tZeasmt, HIEmBEEZIE, i
FIRIE N 10 pg/mL JE ShnE TR . -18°C UL N B IRAE, A6 M.
4.5 ™R}

451 [EFHAEE: Sep-Pak t Cig, 500mg/6mL, BiAH24% .

452 ffLJE e uERE: 0.2 um.

5 {YEFMgE

5.1 B R FCUOGRI S .
5.2 ZriiRF: & 0.00001 g #10.01 g.
53 LWL
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5.4 HASKHL.
5.5 iER G A
5.6 [EHAHE.

5.7 ZWAL.

6 IXBHFIESRE

6.1 XRIEIHI &

W B i R O 1 2 BRI AL G, e, R AR .

—— B B B R A AR D B R

—— A AR, AR R

—— U B A AR A, TN R B R bR ARV, AR O A AN IR
6.2 IEIHIRTE

-18<TLL FRAF -

7 MELSE

7.1 EHW

Bidkl 29 CEfiZE£10mg) , JINZJE 8 mL, JwJiE 2 min, 4000 r/min 250> 5 min. W4 _EiEWR,
BB NG 8 mL, HEESRE K. GIFMKIEIGR, R BUEIUK 4 mL, K 6 mL F1=2ZJ% 10
HLr ‘]t%/}jf %)Eﬁo

7.2 B

[ FHAE BUREAR R 2166 Beiimist4 muigfb, U O HE, KU A PRI S mLAI/K3 mLit
e, s, HIECK4A mLtkde, i, HME8 mLbklii. WM, 40CARBATRT.
7.3 1%
IOATAEARFIATRL00 uly FTAEAIRFIBIRI50 b RS0 ul. =2 %50 ul, #JiE30s, =ik
T#e#ELS min, HFEREZELmL, #iEl10s, REBCEELS min, 1850 SRAE G

A E -
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7.4 tRERZREIE

W OB A bR LIRS &, F P REARE, 0 b 4 B 22 25 29 BE DN 2.5 ug/L 5 ug/L. 12.5
ug/L. 25 ug/L 50 pg/L. 125 pg/L F1 250 ug/L ) R AUBRAE TAEWR, 40°C/KIBE KT, 1% 7.3 fiTAfed
DRACER, A AR BRI E . CLINASIE T AR AR, BRAEVETRIR B AL hR, efilbriE i gk, K
BV P

7.5 NE

7.5.1 VAR IS 225 S AT
a) it Cig (250 mm>4.6 mm, 5um) , k4,
b) WiaAH: ZME:7K (90:10, VAV ;
¢) Viti#: 1.0 mL/min;
d) MK BRI 365 nm; KREHEK: 475 nm;
e) Fif: 35C;

f) FFEE: 50 L.
7.6 MEZE

ORI AR HEVR I, 8RB R, 3R ARk DL T AR TS o BRI S AR I
AT ¢4 TR 2R S 24 W) O UEE T AR MLAE AR A DM O R PV Rl 2 Y o AR IR BB S0 AR TR A v VP 1o R
(EVHSPNGESEN

7.7 Z=AIRK

BRAIREESL, K F 58 4 M 8] A0 5 25 BB AT AT A .
8 ZRITEMERIR

SR B R R AR E R (ughkg) 3 (D H

X—AXCSXVlXVS

As xV, x m

A
X —— e B4k B 2 RGP B &, AR ROe T 58 Cuglkg)
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Co——InAEi I P BT 4E T Z RGN L, AN OE BT (gl

A —— R BT 4 11 3R S 25 W I v b i Y

A —0F SRV TR ] 4 T 3R SR 25 W ) i e T A 5
Vi — R ZHE LSRR, BACAZETE (mL);
Vo——& A T BRI AR, S 8=t (mL);
Va——ik PR &€ AR, AN (mL);

m—RE T &, AN (g);
THEEERTF IR A, WEss R PATIE KRR FEMERR, REWAE T

9 HEREE. EHMENBEE

9.1 REE

A I7 IR IR 1.5 uglkg, 5E &R N5 uglkg.
9.2 ERE

K ITVEAES~100 pg/kg Ik FE /K7 b1 B % 60 % ~120% .
9.3 BEE

A5 R TR v 22 <<20%, 4tk ) AH A v AR 22 < 20%.
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TEZ BB BRI

AARAERLE T sV il BT 4R T 2R L AR R . 2 B B ST R ] 4 1R 2R
HUREABUAR € 1 - 0 B 1 U 5 7 7

AARAEGEH T A ERUVAL IR BRERMEITH S PRI 4E R 2 R =
2 P T 3R AN LT 2 B 4 A 2R T B I E

2 MTEMsIAxH

NSRS T A SO R 2 b AT A 1) o FLa v H R 51 SCfE, AT H )
FRASE ] T A . N ANE H I 51 SCrE, HaschiiocA (B pra i see) &
TACA.

GB/T 6682 43 #1350 = Al /K MU FIIREG 7 125 0

3 RIE

PR R B BT 4R R R IR, T ORGSR, CogIMAR UL 104k, VBUAR Cu i - 2R 05k
JRIEEINE , AMbRidoE B

4 TSR

BrAAERES, FrE A AT al, AKONFRFEGBIT 668241 & 1 — 2 /K
4.1 K7

411 ZJi5 (CHsCN) : faif4li,
412 FofE (CgHu) : fhifali,
413 =2 (CeHiN)

4.2 ERECH

421 VEW: BB 80mL. /K120 mL. =2 % 0.2mL, ¥EZ.
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4.3 frifEdm
431 FIEEE. PHEE. BREE. LEEENEE LSRN =05%. AL A,
4.4 FRAER R

4.4.1 bRHENC T (LmgimL) = HUR4ER 2. iR R, BRE R CBERIERT 4k B 2R btk

i AOE R (A TR 20 10 mg) |, FEEFRE, 200l T 10 mL &, HZFEEE

TEMRIFRBE R ZIRE, BCHI BRI 1 mo/imL (AR HER 4. -18°C LA R ERAE, A2 6 M H.

442 RAPMMETAER (10 pg/mbL) « A% ERFRHER &R #40.1 mL, T10 mLEEH, H
CERRELRZIRE, TR 10 ng/mLFiR & AR AR . -18°C UL NG IRAT,
6 A .

443 WEVMETAER (1 pg/mL) : FEERL0 ng/mLINRETRME TR, OB 2
ZIBE, T AR EE AL pg/mLIFIR A FRME AR . -18°C LA B IRA7, A6 H .

444 VREFRMETAEM (0.1 pg/mL) : B pg/mLERSFRUE T/, W 2GR 2%,
FC 1l G B2 0.1 ng/mLIKIVR A bR LAV . -18°C LU ML IRAE, HRUW6AH .

4.5

451 [EHFARFE: Sep-Pak tCig, 500 mg/6mL, AR .

452 TFLJERIENE: 0.2 um.

5 {YEEMRE

5.1 RH B i- ER I A TS FRLIBE 55 B TR
5.2 Zr#TRF: JEE 0.00001 g A1 0.01 g.
5.3 BLAL: 4000 r/min,

5.4 A5,

55 RiEREGHE.

5.6 [EMHAEHULEHE .

5.7 FMAL,

6 IWHHFIESRE
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6.1 X RAYHI &

B S e B R R A R, SR, IR ER

—— U i, AR B

—— BRI AR, T A

—— IR AR, SIS B L RIAR R, A 9 B I

6.2 REHIIRTE

-18°CLL FRAT -

7 MELSE

7.1 $RE

RBURFE 2 g CREFIZE £10 mg) », N2 8 mL, i€ 2 min, 4000 r/min 250> 5 min.
Wtk s, BRE NG 8 mL, HEIRE K. A HFIRIEIGR, TR BUREUH 4 mL,
o7k 6 mL =2 0% 10 ul, VB2, #&H.

72 A
[ RSB AR U M PRl se4 mLis Ak, B ARG R:, AR FI RIS mL

K3 mLitke, T, FIECK4 mLbkst, i+, MR8 museii. WEsehig, 40°1C

IKIBESRT - HIAN50% Z /K 0.5 mL, el minis vk A1, mrLyemitue, 4t

VBURH € - R B B 3 S E
7.3 ERITEARAERRZAH] &

K25 B HL 10 pg/mL V8 SARMHE T/ 5 ul 1110 ul\ 1 pg/mL VR &R TAEWR 5 ul A1 25
ul 0.1 pg/mL VB A ARAE TAEWL 5 ul 125 ul, 43NN 7 43 S BURL I 2 (R FE TR
1, 40°C /KRR S BN 50% 5 /K 0.5 mL i BEF AR A » Bl Bk 2N 1 uglL
5ug/L. 10 ug/L. 50 pg/L 100 pg/L. 200 pug/L (1135 VCHD R 51TR A bR UEE T, LI
I, ALV E - HR O RSO E o AN RRAE 2 U IR GNAL R, S5 L B R VA vk
NREALRR, ZeIbRAERI 2R, SR IE] VA 5 FERIAH OC R EL
7.4 ME
741 IESFE AT

a) ik Cig (50 mmX2.1mm, 1.7 pm) , =43,
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b) Him: 35C;

c) BEFEEE: 10 pL;

d) JiE: 0.3 mL/min;

e) WMEIAH: A: 0.1%FFI/KIER:; B: 0.1%H R LHEAT, BEEVEMAEF LEL

=1 RENEE TR &M

i), min 0.1% H R/KIER, % 0.1% TR LIE, %
0 10 90
0.2 10 90
1.2 0 100
15 0 100
1.6 10 90
3.0 10 90

7.4.2 kS FAT

a) BTUR: HBEZE U

b) T EE

o) Ay a2 RN

d) BT Z: 100°C;

e) JvE i : 3507C;

f) BAE I 3.0kV;

Q) EMER A 8RR TRl e K2,
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®2 EMETX. EETFETMMERS

P 58 1 1 0 A Al A g 5E B B TN LA R

=

5, eV 5, eV

895.5>183.1 (52)
Rl 24 TR 2% 895.5 > 751.4 (80)
895.5 > 751.4 (40)

897.4>183.1 (54)
YRR 897.4 >753.4 (80)
897.4 >753.4 (44)

921.5>183.1 (52)
EZA B 921.5>777.4 (85)
921.5>777.4 (46)

936.5>352.2 (56)
LR FE R SE T 936.5 > 490.2 (85)
936.5 > 490.2 (48)

7.4.3 sEVE
a) MM E

FEFIREIR AT R I B 4 T 2R SR 250 1) R B 8] S5 b v A B 4 1 3R
RV IREAI R ZLE, fWZAE22.5% A, HASII B8 7 A R B2, 24 SR
R IEARAEIE AR X S — 2. H RV ZE AT A3 3 2K,

*3 EMWHIEFENBEFFEENRIHRE

HIXE T, % RV WZE, %
>50 0
20~50 25
10~20 230
<10 450

b) &M E

{27 410017 4 2B €A AR 56 A, DLEE SRR E AR VBOIR BE R Ak bR, DAV T AR A4
bR, ZaflbE TARIER, 1R R mA e, MR AR R A B, 8

1R AR B R ) AR T 1o B AEVE VR IR S 1 PR il B 2 I B
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7.5 AR
BRASIEE AL, SR 58 A R I 5 20 BRI AT AT A
8 ZRitEAMFIA

SRR BT 4E R SRRV & (ualkg) 5 & Tt 5

AxC, xV, xV,
X= £ s
Ag xV, xm

A
X —— il h BT 4E B 3R RGP B &, A N Ooe B T30 (uglkg) s
Co——bRUEIR P BT 45 B 2R LG NIR AN BERE T (ug/L)s
A —— AR BT 4 T 2R SR 2 ) i e T AR 5
A — BRIV B BT 4 B 2R SR 25 W R i i T AR 5
vV, — R ZAE SRR, AT (mL);

Vo——& I Ja T BGRBUR AR, A 82T (mL);
Ve—— PR E AR, By 2Tt (mL);
m——ptalik R R, AN (g)s

TR RTINS AE, WESR AT IE AP BMER R, RE AL

v

9 FEREE. EREMEEE

ATV IR BR 0.2 uglkg, 5 FEBR N1 uglkg.
9.2 ERE
ARITHEAEL~100 pg/kgds MM E /K B [EIR 460 % ~120%
9.3 HBEE

AT FA N A BR v 22 <20%, L IA]FE X AR i 22 < 20%.
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BI%A
CREBHEF )
PP FESCER AR HEESTRMCASS
KA ATPTERRRGYHISCERALR. HESTHAM CAS S

H S 44 TESCE FH A FR o7 CAS 5

P4 % Bla Avermectin Bla CugH72014 65195-55-3

R4ER % Bla Ivermectin Bla CugH74014 71827-03-7
EZ 0L F- Doramectin CsoH74014 117704-25-3

o Tt 2B R 4E R OR
Eprinomectin Bla CsoH75NO14 123997-26-2

Bla

-62-
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M =B
(BB )
£t

(SRESE/L anliRadl SENH SN =T

14.709

D

=
| >Ep 17.913

KBy B4k 2 R 2 MR i R (i B (2.5 pg/L)

CIEL: PUYER R 162: H4ERER: 183: ZRIWER: 1§44 LB FEFT4ER R
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aver-macro2012112903 Sm (SG, 2x1)

GBXXXX—XXXX

4: MRM of 2 Channels ES+

100 0.85 936.48 > 490.29 (eprinomectin)
1.14e4
LIS 4
O T A A A L |
000 025 050 075 100 125 150 175 200 225 250 275 3.00
aver-macro2012112903 Sm (SG, 2x1) 3: MRM of 2 Channels ES+
100+ 1.18 921.52 > 777.46 (Doramactin)
] 1.11e4
& 3
1.57
O T T e e T T
000 025 050 075 100 125 150 175 200 225 250 275 3.00
aver-macro2012112903 Sm (SG, 2x1) 2: MRM of 2 Channels ES+
100- 1.53 897.476 > 753.43 (ivermectin)
] 1.13e4
S 2
07““\“"\““\““\““\““\‘ T T T T
000 025 050 075 100 125 150 175 200 225 250 275 3.00
aver-macro2012112903 Sm (SG, 2x1) 1: MRM of 2 Channels ES+
100 1.01 895.52 > 751.4 (avermectin)
1 9.29e3
S 1
07 T T T T T T T \“‘\““\““\““\Time
000 025 050 075 100 125 150 175 200 225 250 275 3.00

VLA 1-Bu 4 RASAE S 7R i K (895.5>751.4)

2-fP 2 T ZRIE S T R R e I (897.4>753.4)

3-Z AW RIS F e ik & (921.55777.4)
A- 2 T SR 4 B R R IE S T R E g ] (936.5>490.2)
K B, B4k B 2 R 25 W An S E 25 1 o % P (1 /L)
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Fft % 8
BN R i P Sk R R R BY B T s
Bk FHERT R AR P Sk AR R B R
AR Ak

1 EE
AFRAERTE T s ] 6 2 23 v Sk f MR R 7 B A A 4D 1) A A0 v S0 A 2 0 0 52 7 v
APRAEE TR UL Belr R B b Sk A pe ik ik B9 & 00 g

2 MR AXH

RHNSCAENE T A SRR R AN A, LR H AR S SO, AT H B RRAS
EHA T AR LRAEH ARSI SO, HEoHiRA CEEFTE B ) & T A,
GBIT 6682 43 Hr5L56 == K MEAS A 56 7772 o

3 JRIE

BURL R B 1 Sk FIMEIG, 22 B /REERE (DTED 1EF, Ak i MRk S 25 e P gt Sk Fme
Mk (DFC) A RN E AR ST Y h &, SUABGRN, A RAEE K LI EAT
W) (DCAY , SR, 4k, ik, SRR EIEIE, SRkER.

4 IR A
KA A M, FrE R Nt a, KR GBIT 6682 FLE B — 2K
4.1 K7

411 ZJi§ (CHCND: fajfdd,
412 HEE (CH30H).,

413 Zf/REERE (C4H10,5,,DTED.
414 MWW (CoHiANO).

415 To/KEAES (CaCly).

416 VKEEER (CH3COOH).
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4.1.7

418

419

4.1.10

4111

4112

4.1.13

41.14

GBXXXX—XXXX

BEER (HaPO,): 85%.

AL (KCD.

HEAH (NaOHD
IR — S8 (KHPO4) -
PN (NayB4O; 10H20).
L (NaCD.

HAAEN (NaOHD .

—# L (CF3COOH,TFA).

42 FrER

%ﬁ@?y‘\‘%@u%uji (Ceftiofur HydrOCthfide,C19H16N50783 HCD, U\ C19H17N507S3H‘; é’?%

>875%, mifHHE .

4.3 RRECH

431

432

TR 22+ (0.05mol/L) = HXVUBHEREN19g S ALER3.7g, N7k 334 fiF 4% B 22 1000mL

WML ER S (0.025 mol/L): HUBRR — S8 3.4 g, IN/KVE G FF M B 2 1000 mL, H]

A5% S AT pH (2 7.0,

433
BLAC -
434
435
436
4.3.7
438
439
4.3.10
43.11
43.12
4.3.13

4.3.14

PRI (0.4% DTE) : HUDTE 1g, INWNFREE i iE &4 iF e F ke 2 250mL, FiLA

W2 R (14%) = B2 79 ¥ T 50mL SRR Sh 2z rhii 4, BRI BLIC .
SEBETR (0.01mol/L) : HUEEALEN 0.49, In/KA A FRE 2 1000mL.
FACENE (0.1mol/L): EXEALEN 5.9 g, TI/K IR H-FifE 2 1000 mL.
SALESEW (0.1mol/L): EXC/AK &AL 11.1 g, /K& f# B 2 1000 mL.
BERRVATR (25%): HUBERZ 25 mL, HN/KVA@IEFREZ 100 mL.

BEER AT (5%): HUUKEEER 5 mL, JN/K¥ I EFFE S 100 mL.

Ci Pelliili: ZME-/K (15:85)

SAX TP : HE-SACNAI (25:75).

SAX Ve : L JE-BRBRVE (5:95).

SCX TP : -SSR (25:75).

SCX Pl 1. LME-FACHHVE I (5:95).
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4.3.15 Vishti:
A (0.1%TFA /K¥EW): B 1mL =R 48, fn/kZE 1000mL.

B (0.1%TFA ZJEARD: B 1mL =M 4, I EZE 1000mL.
4.4 AR E

4.4.1 ArERERSTR (100pg/mL) « HUERBRSKUMERCHRAE M 21img, FEZFRE, T-100mLE
b, NEERR ERRE BAA M 22, R, AR, -20CIRAE, ARUHENNH .
442 FRETAEM (10pg/mL) = F % BUbRAE G 5 5mL T-50mLE i, InEmR £h 22 ph i
BHE, 82, B, 2~8CHME, ARINLINA .

45 #§

451 CoglflAHZERAE: 1g/6mL, BUAH % .

45.2 SAX[EFAAE: 500mg/i0mL, BiAH*4%E .
453 SCX [EMARFE: 100mg/10mL, DA% .

5 AXERFRE

51 ERREEEN: FCEIMIE.

52 SHhXR¥: FE0.00001g410.01g.

53 ERKAIRHRE.

54 S%H.

55 RIERE&ER.

5.6 AFRBEIL

57 [REHEZERXE.

58 pHits

59 ELE: 50mL.

6 REERIH & SR

6.1 FERHI&

ST T AR 1 8 T BB, et IRET .
— WU O BHRRE L, AR AR R

—HU R 1 AR, R AL

— IR G s R, RIS B R LRV, AR Ak
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6.2 WREHIREE
-18°C LA kA7
7 WESR
7.1 $RE

Bk} 2 g (HERf 2 +20mg), INFRER 30.0 mL, H3#$R% 5 min, 4000 r/min &0 5 min.

HY 15.0mL T % — 50 mL B.00%°, 20~30 r/min #3% . 50°CIEE/KIBIREE 15 min, £/,
7.2 74

1E iR £ FOm il 2 Bh fia i 3 mL, YRS, =R FACE 30 min. 4°C. 10000 r/min &
> 20 min. B EVEWR, &

7.3 &

731 Coght: KIKFIHEE 4 mL. BEFRERZEI 5 mL TRPeAE . & FIWOEH: . MK IR FBEIR 2%
W5 mL. EEAENAR 3 mL ettt . IO\ Cig Vel 3 mL, ¥EMG, USEESR L.
fnzK 15 mL FiBE & SRR 18 mL, 1BE), & H.

7.3.2 SAX HE: KK HEE. SAX TPLBAIK S 2 mL Fipets. B 7.3.1 #& FMEAE, sk
ImbL Peft, H51. I SAX Pl 3 mL, Pelli, WG 17K 10 mL {3 844680y 13mL,
", &H.

e ETHSRRSEIRZ SAX BB @S, B 1 mL /K¥k, #5+. I SAX
[EAHAE R BEBER 2.0 mL, WCSR BRI, RAT, ke RO EL it b AT 40 HT
7.3.3 SCX #E: MRIKHHEE 1 mL. SCX Tt 2 mL Fi7K 2 mL Filpet. ML 7.3.2 £ HK,
AR, FUK 1 mL ke, BETEEA T . 0 SCX Wi 2.0 mL, PeMt, T, WD

TR, AR R o 5
74 IREBHZREEE

Fa o AUbR A 2 WU B, B IR R gz pP VB R B 0 0.2. 0.4, 0.8 4.0, 20.0
F140.0 pg/mL (TR, 4> BRE S EEL 0.5 mL, $% 7.2 fi7 A5 5 25 B[R] 90k A 0 1) Sk o g
W 4 25, 50, 100. 500, 2500 F1 5000 ng/mL (IARAEIE R, At = ZORAH OIS E . LA
AR GNALAR,  Xof I (Rl TR FE R A b, Zethilbmtk 2o SRIBTA 7 FRAIAH G R4
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e TR 07 LR DU P b v ot 2 P i 6. 280 SAX A AR BRI HL 5, IANK 1 mL
Vekk, HTo
I SAX Pl 2.0 mL, WCAEBERER, RS, HLmRORAE Gkl .

75 g
7.5.1 ikt

a) failikE: Cigkk (250 mm>4.6 mm,5um), BiAHY4%
b) frdEAc: 266nm;
¢) Hid: 30°C;
d) BEFEE: 40ul;
e) Vii#E: 1.0 mL/min;
) WEIH: A: 0.1% = ZF/KIEWR

B: 0.1% = LMRMEHW:
Q) TRANARBE R WL 1.

R 1 W E SRR

B f]/min MBI A% BhHE BY%
0-10 100 0
10-35 100—75 0—25
35-40 50 50
40-45 100 0

0~10min, JiZhAH A ELIAEEF 100%; 10~35min, Fizh H A HLl B 100%48 1445140 2 75%;
35~40min, JRENAH A HLI{R4E 50%; 40~45min, FshHE A EL{F4E 100%.

7.5.2 M5Evk

A FE IO B AR HE IR, O B2 AR AR, FEAMRE LA T AR TH 5. BmvE iy
TR T DCA B AR AR A N RV EVE 2 o £ EIR Bl 25 0F T, FnitEis
VBRI 8 T 1 1 RGBT P LB =3 A

76 ZTEHRE

BRANIREHS L, SR S AR R (20 BREAT P AT 1A
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S RIFEARR

BRI S HOEk O B B (1) 1

C.,xAxV
== X

A, xm

X

e
X —ik kb Sk ek AR B &, B RE T (olkg) s
A —URHA R Sk AR (1 e [ AR
Ag — 0 IR VA I Sk A E PR [ e T AR
Cs — X RV P KA ERR IR FE, SR g e 22 (ng/mb)
V—SCX (I ASAX) BEB AR, BACAZTH (mL) .
m — KR R, SRAATE (@)
VE: HESRFIMGR A, WS RARHUCHTIE NEARFEMERR, SRIRE3

REATRACT

9.1 REE

ATHEAEA FENLA S BRI P AR B FUE A (10 5 SR 100 pglkg, PR AR ) 5E R RR

N 500 pg/kg.

9.2 WM

A TTIEAE 100 ug/kg~6000 ug/kg 7 N FE i [l Wi %y 80%~110 %.

9.3 MHEE

A7V R PR O A v s 22 << 15%,  FHb [A)AH o m v s 22 << 15%.
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BERA
(BERMAEFR )
Bk
CFAE-DCA
0 5 I 10 1‘5 20 25 min

KA1 0.5pg/mL Sk e MR IR A 1 1K
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B FOTRRARRAREENE RGBT

1 JeHE

AFRUERLE 1 25 7 r Sk 7 P 7 B 5 G 00 40 1) A5 R s VA € 1300 5 ¥

AFRAETE 25 95 S fh ek B B B 0 5
2 e A

RENSCAENE T A SR R A AN A, LR H AR S SO, AT H B RRAS
EHAT AR LRAE ARSI SO, HEoHiRA CEEFTE s ) & T A0,

GB/T 6682 43 #7556 == FH K MRS AN 56 7% o
3 JRIE

SR iR B S TRMERR, 2 R REERE (DTE) fER, 8 Sk rtme ik & 2 e i R ok Sk fra e
% (DFC) AR EASE IS e, SR, 4 Rifa e LB T
AY) (DCA) , LM E TR AR b, SR E, JMrikeER.

4 AR
PATN B R, Boke il s B AR e etk KONFTF & GBIT 6682 FEiE i1 — 4K

41 R

411 ZJ5 (CHCN): tapali,
412 W (CH3OH).

413 JKEERR (CH3COOH).

4.1.4 [EERRE: (NH4CoH302).

415 ZW/REERE (C4H100,S,DTE).
416 ML (C,HANOD,

4.1.7 HEAH (NaOH).

418 =% L (CF;COOH,TFA).
4.2 FRAEh
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E&Eﬁ%?@uguji (Ceftiofur HydrochIoride,C19H16N5O783 HCD, U\ C19H17N50783‘H‘, /E:%

=>87.5%.
4.3 RIRECH

431 BERRERVET T (1.0mol/L): ERESFREC77.1g, N KAS I A H #6 B 221000ml.

432 FEREVEIL (0.1mol/L): HXERERE7.71g, In/KALVE g IF R 221000ml.

433 ZEMER 1T (Imol/L): HUEFALINAg, InyKALVE i I M kE 22 100ml

434 FEAAREIT (0.01mol/L): HUESEAAN0.4g, oKk & {8 4 fif 44 B¢ 2 1000ml .
435 PERRVEW: HOKESEZ20mI, 7K Z221000ml.

436 FEHK (2.0% DTE): M WisrEERES g, INESER S 1A iR MR 2250 mL, H
AN T T pHIEZ9.0, LA BLAC.

43.7 T ZTERGEIR (4.0%): UL ZWERGA g, FBSER B S vh il 11 iA A A B 25100 mL, i
FHELC .

438 CogliMiill: CIE-BERRH (20:80)

439 SCXUcMii: WRE-BEIREAR 1 (15:85)

4310 URBNAH:

A (0.1%TFAKIED: B = Liml, fnzKZ21000ml.

B (0.1%TFAZMEATD: M= L1ml, 523 1000ml.
4.4 FREBRREIE

441 AriEREATR (100pg/mL) - HUERER L AUMERRRAE MM £1img, FEEFRE, T-100mLE
AR, B ERE S I AR AR R R IR, BI15 . -20°CIRA7, U6 H .

4.4.2 FRAETAEW (Bug/mlL) : Fg% & U HERE 4 0.56mL, T-10mL s, FmE R
WU FREZIEE, 1. 2~8CH1F, HRILNA.

45 #E

451 CoglHIFHZEHUE: 1g/6mL, BiRH %%

45.2 SCX[MEAHZEHUEE: 100mg/10mL, EikH % .
5 AXAMBE

51 RRBAHEIEA: K& IMa &,

52 R BF0.00001g410.01g.
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5.3 HRKBIRG S
5.4 A1%HL (10000r/min),
55 JWERIBEES.

5.6 RIHEBE L.

57 pHit.

58 BE.OE: 50mL.

6 IRFEHIHE SR

6.1 BEERH &

B 2 o A i 1 2 3 A 0, AR

— U JE R R, AR 9 atElRE

— IR R AR, AT E R

— UG B B R, VRIS B B RS AR, ARy Akl
6.2 WEHRRAE

-18°C LA FERAT -

7 WMESR

7.1 EE

BUARES.OmI, IEEEGR5.0ml, Fe4r7R4E, T20~30 r/min. 50°C/K¥BHERE15min, 4°C.
10000r/minZ50220min, B _FiEWH R B FIER, W BIER A EF T EIREEEY),
BEBEE , &

Cig FERIKFIHEE 5 mL. BEEREFIATRIL (2 ¥k, FRR 5mD) Fiyk, {RHFEiE. &t
e, HRERS RS E R . BB ES W L BeAE 2 Wk, &kosml, HEFew, &,
7.2 4k

UL 2. e 5 mL T EiR Cog ¥, (AW E /DA 30min Wi se, HAERTAAL RN T8

IrREAT o FHIESRR BV IL #ht 2 4k, BRI Sml,  FERIBSERVA VR Sml Bk, IREFAETHRIE .

-74-



GBXXXX—XXXX

7.3 Bk

SCX FEMR UK FH L. £ ME-2%BEBRIAT (20:80) 2% 2ml ik, K Cg H: B BT AH B
SCX #EE, FH Cog eI 3mL Pefli 2 Uk, VAR LA 25 fE 2218 i SCX [ AH A I . 4K
OCHFEE 1 mL, BEBRIAR 2 mL ke SCX A%, HrT4E ks vl . F SCX Belii
20mL, Pelt, WCHEBRBIE, YR, SRR R E .

74 PRAEHIZEIH &

K 2 R UL AR bR e TAEWOE &, P BS IR B v v T AR R e 2 0.02., 0.05. 0.1, 0.3
H10.6ug/mL FRIVEW 43 9RE % BB 5.0 mL, 4% 7.2 fi7 A2 I 5 25 U8 e [y b B okt B R B A 50,

125, 250, 750 Fl 1500 ng/mL (] DCA FATAYIFRAEE W, Ak @ SGRAH i 2 .
75 Wi
7.5.1 itk A

a) filkE: Cig (250 mm>4.6 mm,5um), Bk .
b) KLl A< 266 nm.
c) HiE: 30C.
d) HEFEE: 40uL.
e) Jii#: 1.0 mL/min;
) WEhMH: A: 0.1% =R ZERKER
B: 0.1% = LR LHEHW:
Q) IANAHEE AR WA 1.
R 1 R EERER

i} [E] /min WANHH A% W3IFH B%
0-8 90 10
8-21 90—60 10—40
21-23 40 60
23-25 20 10

0~8min, WizNAH A LLAI{FEF 90%; 8~21min, WizNAH A LA H 90%£k 1t 481k &5 60%;
21~23min, Vst A LLIEREF 40%; 23~25min, iahtH A LLBIER R 90%.
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7.5.2 M5k

HOR BV A B RO FR ARV B R Bl AR L, AR DA T AR T 5 A vy
VBB AL P Sk A R 10 i 7 A A (SR AL T A AR VEVE FE 2 N o R SRt 26 1, i
VAR R VA VPR o R8O B0l B LB S A

76 ZFHRRK

BRAInCRHAL, SR 52 AR [R] (0 0 BRHEAT P AT $ AT
8 HRITEANRR

U P SRR A B B (L 5

X
X—IRAE ke R B &, AN e T (ngimD)
Cs—Xf MR S FRMERR IR E, B AN s B2 (ng/mD)
A— TR Sk fORE IR £, 1% e e T A
As—HRAEVER Sk Fr IE R € 18 e g TR ¢
Vi—SCX VEBLBAR, HALNZETE (mD
ViR EORE R, A =T (mD)

9 WIHTEREE. HEHEARER

9.1 REUE

A EAE W i 5 = R A 50 ng/ml.
9.2 #EWRE

ATTVEAE 50 ng/ml~200 ng/ml 80 ) [R1UA R A 80%~110 %.
9.3 BEE

ATV (R P R T B v O 22 <<15%, b [ AH B v I 22 < 15%.
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CFAE-DCA

N
N
N

EAL 0.2pg/mLkFaMERR bR VAR 5 1
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