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BNBHhEER, MHE,. eSZ5BRNEZIENNE
SRREBIEE

1 SEE

AAHERE TAENIEH EER, URER. &5 XM 5 RS 2R gk 7%,
AFMEEH T AR EGIE. AVEFLEER. IR, &HRXMmIFER ST EMNINE.
AGFERHIR: +EE 0. 75mg/ke, VUIAE 0. 75 mg/keg, &H % 1. 0mg/kg, MmHEZR 0.75mg/kg.

2 HEMsImxH

BN F AR SRR R A DA AN TT o MU H AR 51 SO, 0 H I AR A& T A S
NRAEH I G SCH, HEoHiicA (R s e &M F A

GB/T 6379. 1 MIE 7L 545 RIOHERE (ERIESRZRED 8 1355 S5 E X

GB/T 6379.2 WIETVEESE RIGHENE CEMEE SRR 55 2 #5: ehdEllETEEENS
TR AT

GB/T 6682 #5280 % FH /K HURS A6 77 vk

3 IR

WEEhEER, WA, &HEEMNRIERSL Na,EDTA-Mcllvaine- F EFHEBUR AT EL . [EAHZEEL/)N
FF AL AL R G 30 RE, 7 RO (0 1 R AN I B30 58, AL E & o

IN

I FI#AH

BRAE VSN, FrE RIS, KAGB/T 66821 —Z% K.

HfiE: fapkal,

L g,

BB A 44 (Na,HPO,  12H:0) .

FFEEER (ColsOr « H0)

LNV P8 4N (NasEDTA « 2H,0)

ER (CHiOr » 2H:0)

RS BN 0. 4mol/L. FRHX 143. 26 AR 4y (4.3) , AI/K¥fE, &2 1000nL.
FPBRRIAHE: 0. 2mol/Lo FREX 42. 03g FrHfRR (4.4) , FKWR, SE4AE 1000nL.

L REDY 28 =40 (NaoEDTA) 3. 0. 1mol/L. FREY 37.22g 2 —F&VUZ B8 —4H (4.5) , FH/KIE
EZE 1000mL

B s s s s
O 0 =1 O O & W NN —

=
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4.10 BERRE AN-FTERER (Mcllvaine) ZE#FR (pH=6.8+0.05) : ¥ 1000mL0. 4mol /L BEERE ANV
W (4.7) 5 294mL0. 2mol /L MR (4.8) A

4.11 NaEDTA-Mcllvaine—FEE#HUA : HX Na.EDTA (4.9) , WEFRSA A1 8 (Mcllvaine) 2Bk
(4.10) H5HE (4.1 #%1:1:2 (vivev ) HUBRNES), 207 H NaOH B¢ HCL i pH=7. 240. 05.

4.12  HEPFRIFW: 0.0lmol/L. FRHL 1.26g HFE (4.6) , F/KEME, E2 4% 1000mL.

4.13  HEE-/K (1+19) : = 5mL FEE (4. 1) 5 95mL 7/KIEET.

4.14  BPR-WELFEW: 0.0lmol/L. FRHELO. 13g BR (4.6) , FHFEE (4.1 &, EA A 100nL.
4.15 +FH % (oxytetracycline, CAS: 2058-46-0) . PU¥fZE (tetracycline, CAS: 64-75-5) . 4
7 & (chlorotetracycline, CAS: 64-72-2) . #/J1E & (doxycycline, CAS: 24390-14-5) #nvEYIR
4l i 92-98%.

4.16  +E\E. WUHER, SFR. BAOGERAEMGSER: 2ng/nL. ERKRN—E &80 &R, UFER.
SEE. MOBEREDR (4.15) , 2 HIHEEE (4. 1) B 2mg/mL RIFRHERE &K . & T 0°C-8°C
R

4.17 TER. UHE. £FR. mAERREAERE: 7290 omL LER. KR, &F K. Bl
B R FRUERE AT (4. 16) & 100mL &R, FFEE (4. DB EZIE, JRE), YR E N 100ug/mL,
T oKFE, BB .

4.18 [EMAEEUE (Waters Oasis HLB BiAH24#) : 300mg/3mL. i F AT UGELT 2ml R (4. 1)
2ml K AL R, PRIFATARIRIE .

5 {UEFIEE

AR A BCERAME I 2% o

ST RSP J&E 0. Img, 0.01g.
HUBARZ $EEX : 50~500 X /min.
BB DN KT 3500rpm.
[ FH AL

HTR.

BT

pH i1 WIEAEE £0. 02,

EFaud gk 0. 22pm.

& J&F#: 0. 5mm.

SIS S IS I
SO O 00 1 O U1 B~ W DN

o

RIS SR

o

R 70 £3: 0 R
KANUEERAE, 0. 5mm §7, FFH.
2 REERE
TR HUERER R (25°C) FEOLIRTE, FHERBMbi%.

o

7 MELER
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7.1 R
FREGE G AR R 1. 0g~2. 0g, F&fi% 0. 01g.
7.2 2

RFEE T 50mL 77 f R B . mHREER NN 20mL Na:EDTA-Mc1lvaine—HEEHRERR (4. 11D,
THUHRZIREUC R IR (25°C) FHEE 20min, T 15°C FE T EOHLE, B0 A /N T 3500rpm,
B0 10min, B EIEHE 7 —EOE . FRE KK 20mL. 10mLNa,EDTA-Mc11vaine—FH 42 HUAK

(4. 1D, EERIMHIK, HIF EIFRIHEFE A 50ml.

7.3 Ak

MEZE ) 50mL _FiE R P Sml B T RS L, FIR (25°C) FMREFRBI KA, INEE
IKFEREZRARFAL) SmL, DA 1mL/min 38 BE@ I O AR ER A B AH A U (4. 18D AKIKA 5mL 7K, 5mL
FRTE—7K (4. 13) WRBE [ AHZE B (4. 18), F 2 i HH o 98K 4T Smin, A SmL R H VAR (4. 14)
el B ARY . e M A8 F MR NaOH V¥ &8 pH (HZI N 5~6, B T RS EmZiET, A 1l K
WARGRE, b 0. 22um JERE, 4% 7.4.3. 1 W€ —#H47 05 .

FE: YA HUIERE S b LA R 4% T AR (A IR S ST, IR IZE IR, WRPEZ 7. 2 BIBE, i 0. 22um PR
HRO7. 4. 3. 2 P E Z3EAT DU SE

7.4 ME
7.4.1 REBIESEXG

HEFZ IOVBAE s 2 AR
a) oAt SPP CI18, 2.7um, 4.6X100mm BGAH 243,
b) R BNAH Bk BEBE M S5 A WA 1
1 REhiE R B R R

W nin) |k (2B a2y s | D (0'011“0/10//L PR e )
;
8 8 84 8
10 15 70 15
16 15 70 15
17 8 84 8
25 8 84 8

c)Vii#E: 1.0mL/min;

d)FiE: 30°C;

e) My K 355nm;

£)HEFEE: 20uL.
7.4.2 T{ephzk
7.4.2.1 phE—

DM EETER UHER, &F R mNEREASWAERR (4.17) FEL0. ImL. 0. 2mL+ 0. 4mL. 1. OmL.
2.0mLy 4. 0mL BT 6 > 100mL K&, F Na:EDTA-Mcllvaine— FEEHEEGR (4. 11) FBZEZIEHE R
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ZRAVET, 3 E 5L B T 2AW AL, &l (25°C) FREFAR—FLE4, PUFZIER 7.3 1531k
IR, B AR RPNR A PREVE AR E N 0. 5pg/mL. 1pg/mL. 2pg/mL. 5pg/mL+ 10pug/mL+ 20ug/mL .

7.4.2.2 pi%—

SANEER. URER, &FR. BmAOFEREAWHERE (4.17) FH0. InL, 1. OmL. 2. OnL. 5. OmL.
10. OmL~ 20. OmLE F6 M 100mLZE EHEF, FINa.EDTA-Mcllvaine- FEEHEEUE (4. 11) WRBREZIEE, %A
YRAAMEE R A: 0. Ipg/mL. Ipg/mL. 2pg/mL. 5ug/mL. 10ug/mL. 20ug/mL.

7.4.3 REENE
7.4.3.1 ME—

R 7.2, T3 RBUFEHL G, fr ENLIE . #5087, 4. 2. 1 #iZe—BCh) R AR S RAER R, LRI
A ST RUE Y x Bl y Rl TAR b2, AMmERHTEE. Wkih EER. UK. &5R. "
71 R IR N AR YA S AE AR A0 5 R VE Y BRI Y, 75 U o R A P i M E

TER. MBAR. %R, BAOBERED BN K S W= A B E A L.

Ee MM SRR T AT EAE AR, B8R M i AL BE S0 2R, TS B U5

7.4.3.2 ME=

BUREZE 7. 2 3R IUG, o 0. 22pm JEIR, £ EALIE .. #2088 7. 4. 2. 1 M4 T FCH) RIS AR, B
PR EERIE BT ARELY x il y B TARdh 2R, AMRiEEtT e . WA &R ISR, @8R,
9iR 0 B 2R 1AV LA 4 IS ASCRR I RE PR 2 PR SEs FR PA, D  BE  R R J

7.5 ZHRW
BRASFREGRAEE AN, DA T D B A I 56 5l (RS
7.6 F1TiAIE
UL EABRR, W R SRR AT AT R T

8 HRITE

g e 15 (1 5

e
Xi—— PPl a5 8, BAOAZ AT (ng/ke);
ci —— LA il 245 B PR AL BORIE, AN RZT (pg/mL);
V——HEMIEOE F AR, AN ETE (mLD;
m—FE TR R, AT (2);
K——F A
TR RBANER 2 FUE,  IPTRCPAT IR 4 R E AT RN, RE PR R 7.

=
>Z

9 1&

s
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9.1 —MHHE

AR (R 22 i 2 4 GB/T 6379, 1 A1 GB/T 6379. 2 IURLE R (1, i S MEAN PR B L M (2
PL 95%(K) AT 5 BER 5

9.2 EEM

FERERBVEFMAT, FARPITMSLAS R 40 2 EANES EEER v, AIEPLEER. UK
B EER. MAFERINREVCHE kERETRES WL 2.

x2 ANRPLER. OFER. €EFMBENEENEEMNBEIMLSE BN mg/kg
REE A VR IA P Y B HEEMR ¢ FFILERR R
TER 15~500 r=0. 100m-0. 941 R=0. 159m+1. 254
B 15~500 r=0. 0941m—0. 041 R=0. 216m-1. 785
SHER 15~500 r=0. 108m+0. 069 R=0. 237m-1. 605
R 15~500 r=0. 0993m-0. 331 R=0. 228m-0. 112

Ee m NI S R AR ME

9.3 HINM

FERPVESRA TS, AR PISZ A S R 4o ZAE A HILERR R, AAUEPLEER. UK

B EER. MAERIINREVCHE kI ES L 2.
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Mt & A
(ERMEMER)
TEZ WUFE. £5F. BHERREYRRHEEIEE, REA 1.

M

;JF_JJ

LR LN LR ALY R LR LR EL L LR LRy O RN R OL O Ly RN RO Ry ARy LR RNt RN LR ALy L LR LR RN LR R LR RN LR AT LR R IR L L L L T L
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Mt X B
(FERHEMRD

ANEBHFLIER, MHE. eSHENEBENERIENNE
B B IE BB EUE NG A

B.1 SEE

AMEIE THEINEFR EER. TR, &E RN 5 RS 50 SO i 8 56 A I 7 7%
AFRUEE T RAREANAEIEFEER. IR, EERAMNERNSENZ.
AR IR AT F R 10ug/kg, VUIFE 10pg/kg, &% EK 10ug/kg, MIEZR 10ug/kg.

B.2 JRiE

R EER UM R. SERNBOEREFI PR R, RO Tl BTk b Il 2% U
&, PREIMAEE R .

B.3 IFIFnAf

A AE WA, FTEIRFIEI AT, JKONGB/T 66828L5E H—ZK. BB EUEIAN, Fra il
o aal, JKRGB/T 66828 I — oK. AT7 i Hh i A 30 H AR R R AR v S5 4 15 R A4 k.
B.3.1 HWEE: @ik,
B.3.2 Jfif: 4l
B.3.3 H® (CH.0,) : thifal,
B.3.4 &% (CHCOONH.) : faifhafi,
B.3.5 0.5mol/L L% FREX 38. 54g LM% (B.3.4) , F/K¥ME, EZZ 1000mL.
B.3.6 0.2 RIFHK (& 0.5mmol/L LW%) « HBUHER (B.3.3) 2.0mL BT 1000mL &, [FE
F2HL 0. 5mol /L Z./8%% (B.3.5) 1.0mL BiZAEMT, NMKMBEZEZE.
B.3.7 LEZR. UHK. &FH. BAOERESWAEER: 2 5E6nL LHER. KR, 5%,
NEZAMERE R hrAEIESC 4. 16) & 100nL &M+, HFE (B.3. 1D MEZRZIE, WY, B
JRAEE N 100pg/mL, fiff7TUkFE, RREECH .

B.4 {{ZFFREF

B. 4. 1 AHETEAL . TR vl A 2%
B. 4.2 HAth A1 A B K A A8 B4 [E) 5 5 5 HP A AR A 4% o

B.5 MELE

B.5.1 iX#lIAYIREL
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FRECE 5 R AERR K 1. 0g~2. 0g, A&EHIE 0. 01g. RECEEEFESS 7.2 ¥,
B.5.2 it

HERIZ N B. 5. 1 B IRE R AR BUR 1. omL B T 26mL K&, /KRB EZ15E . EFZEGZ
FREW 5mL, A ImL/min 0380 a8 ik O v 44 A PR A [E AR FE BUAE (4. 18) 4K YR Bml 7K, 5mL FRFE-7K (4. 13)
WMPEFE AR RAE, FEEIM . WEMT dnin, A 5mL PEER-FHEEW (4. 14) BB . B
TRAE A NaOH ¥R 2 pH HZ1 N 5~6, BE T2 TAX L=\ T ELE T, A 1oL #shHH (B. 5. 3. 1

(b)) B, 1T 0. 22um JEME, FHIE.

(] oy 4 B L 20 DRV 44 2 R A B DO A DATC 1) b v pHh 2
B.5.3 Nz
B.5.3.1 RiHBIERKRIESERY

HEFE RIBUAH (0 1% BR IR BT 1S 228 SR T

a) i . Hypersil GOLD aQ, C18, 1.9um, 2. 1mmX 100mm BG4 ;

b) ViENAH: A: 0. 2% ERIE (& 0. 5mmol /L BEEREL)s B: &M WBhAHLLH: A: B=T: 3;

c) Viti#E: 0.30 mL/min;

d) #: 25°C;

e) HEFEE: 10uL;

) BT BB RE (ESD, 1ERFH;

g) W% HLk: 4000V;

h) 4 /7 35PSI;

1) BV RE:  5L/min;

J) BT ERE: 350°C;

k) ZAIRE: 275°C;

D RbfESE S @A, 1. 5mTorr;

m) FAARE S RSB IN (SRMD, B HE SN M BERS 1. 7R T AR e B AR B. 1o
#xB.1 BBEF. FETFMiitEGRER

Hirtk &4 BET (n/z2) TET (n/z2) fiffEaE = (eV)
426" 20
+ER 461
443 12
410° 19
UEZS-¥ 445
428 16
444° 22
SBER 479
154 31
428" 19
o ER 445
154 33
FE: W TARFEAAS, XERSHTRAEES, WE KIS S BRI B . *2&F
BT
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B.5.3.2 T {Emhz:

SAMNEER. WU ER. &FR. mAOERRAPRERR (B.3.7) FHHUEEE, FFEHZ AHRE
BHREE R, LRV EPRAEEBIRZ N: 2. 5. 10, 20, 50, 100ng/mL.

B.5.3.3 if#ENE

218 B. 5. 3. 2 BCH RIS ARAER L DLREZANME ST AUE Y x By v Bzl TAEhZk, Sk
EEMEL B. 5. 1. B 5. 2 SERULE R, WP EER. UMK, &FR. B HER AN AL
P NLAEA AT e IR Z PRV Py, 5 D0 B A Bk P SR M o BRI 2 R AT 22 PR B AP AT 1K

B.6 ZRIHE

e e iz (1D T
X. =¢C x

e
Xi—— e A &8, A ROTRET 58 (ne/ke);
i —— LA i 213 B BN 0 E ORI, AN TR Z T (ng/mL);
V——HE M IEOE AR, AN ETE (mLD;
m—— SRR AR BRI P&, AT ()s
K——HBE A
TS RNAIRRE AE, IPICTAT IR R AT EER R, (R 2 A 8T




