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BN PIER IRE.EEX5EN
EFZFNSENE SURHEREE

EL . CEAXGATERSRIGRMOME RENLE EXARATENEHERAXMNAAR
LEFABRHBW. EAZENAFREZH . ARERIEANRZEMBHFERE, FREAXAER
HAERE.

1 SEHE

BRERETHIERFLER UAR SBRARABES BN BB GIEE Nk,

AREERTANER . AI-ENERERTLBERE NAR SBENBRNBESRENNE.

EREAEATENEFIBERE URAR SBENBIBESENINE.

BHFERERSHA: L EEK 0.75 mg/kg, WA K 0.75 mg/kg, B E 1.0 mg/kg, R T B
# 0.75 mg/kg,

2 MEHsIAXH

THISCHEX FA AR RELATT M, R BRSSO, UE H AR R A E T 43
. FLEAREH B85, B R R4 (1 A M8 30 & T A4S0,

GB/T 6379.1 WBRFHESERNEREF(EHRESKHER H1H2.BUW5EX

GB/T 6379.2 WMBFESERVWERBE(ERESHEE R -HERENRFEER
5 B IR EE A b %

GB/T 6682 434735 % % F/K KRS A 56 7 ¥

3 FE

REPLER URE . £BEEMBRNEEZ Na, EDTA-Mcllvaine- F B4R BB E2 B | [ A 28 BUME
AL H S R R B RO A S SN SR L SN i E B

4 R F0H R

B B ULEA A1, B iR R B 44 4, 7K A GB/T 6682 AL I — 4K,
4.1 HEE. Ak,
4.2 ZJE ik,
43 BEME 4 (Na,HPO, « 12H,0),
4.4 FHR(CH;O; « H,O),
45 ZHWZ M _41(Na,EDTA « 2H,0),
4.6 KEHMC,H,0, - 2H,0),
4.7 BERRE IV W .0.4 mol/L, FRER 143.26 g BB — 40, FIKEM, €4 % 1 000 mL,
4.8 FrEERRVAME 0.2 mol/L. FRER 42.03 g #vHERE, /KGR, €4 % 1 000 mL,
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49 Z "R Z R 41 (Na, EDTA) %W :0.1 mol/L, FREL 37.22 g Z " BRMZ B4, FKIEM, &
2% 1000 mL,

410 BEBRE 4B R (Mcllvaine) B ¥ (pH=6.810.05) : ¥ 1 000 mL 0.4 mol/L BB & 8%
W (R 4.7) 5 294 mL 0.2 mol/L ¥ MRIEH (W 4.8)RE.

4.11 Na,EDTA-Mcllvaine- F BE#2 B : Bt Na, EDTA(R 4.9) , B¢ B S — &1-+7 4 B8 (Mcllvaine) 28 ik
(W 4100 5HEHR 1+1+2 EFD LIRS, L E i A NaOH ¥kl HCL B ¥ pH=7.20%0.05,
4,12 EFRVEW:0.01 mol/L, #REL 1.26 g B, FI/KEM, X ZE 1000 mL,

413 FEE-K(1+19) B 5 mL @5 95 mL KBS .

4.14 EPRR-F MY .0.01 mol/L, FREL0.13 g Bk, A MM, EAE 100 mL,

4,15 + % & (oxytetracycline, CAS:2058-46-0) , 4 3F & (tetracyline, CAS:64-75-5) . £ % & (chlortet-
racycline, CAS:64-72-2) .3 71 % % (doxycycline, CAS:24390-14-5) bR M) it - A BF 9206 ~98%,

416 +BE . UARXR . EBRX BRABEMREEESHER 2 mg/mL, ERFR—-EBWLER WHEK,
SBEEBANBESEYR 415, 25 HF B R 2 mg/mL MRERSR. HHBET 0 TCT~87T
R

417 +BENHKRE LBEX BABRBANERBR: 2R S mL +BE NAE . EEX . BNE
EREHEBEN 4.16) F 100 mL AR, AFHEBEBRZZE B, SHYHEEE N 100 pg/mL, f#
FTkFaS, BRBCH .

4.18  [FEIAMZFEBUE(Z Z WA N-2Z §% 5 otk i be B i oK FL 3t R 9-HLB 54 %) : 300 mg/3 mL,
FFRTKYGE D 2 mL AR 2 mL KFAL B, AR Fe kA M .

5 {(BFMIREF

5.1  WAH R . BC 5 HMaTU 2% .

5.2 AHXRV. & 0.1 mg,

5.3 HLBIES B .50 & /min~500 X /min,
54 BEHEBOVHHELAXT 3500 r/min,

5.5 MEMEBEE.

56 HZEE.

5.7 ASKTAL,

5.8 pH it Wl B¥E £0.02,

5.9 4titukk:0.22 yum,

5.10 £ J/AKXK 0.5 mm,

6 HAEHESRE

6.1 EMH &
BrE SR, £ 0.5 mm I, FFH .
6.2 AHERE
AR AR EIR (2 25 O FROLRE, HFESME.
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7 SWSR

7.1 BRE
FREU 0 B iR RE 1.0 g~2.0 g ) E 0.1 mg,
7.2 RE

HEE T 50 mL iR B ELEP. miKEH A 20 mL Na, EDTA-Mcllvaine-Fl BE & BUK , T
VI HRS RBAA P EE (25 C) FTRM 20 min, FI5 CTEFHELNE BOEREARNT
3500 r/min, B> 10 min, R EBERER —BLE R, BEPHEKKMA 20 mL.10 mL Na, EDTA-
Mcllvaine- I BE4R BUR, EH BN K, A H L HBHERZE 50 mL,

7.3 %

MEZER 50 mL EEBHR S mLBFRIKK T L, BRI 25 OO TFTREFRKEKBERO—FLESL,
IEREKHBRERRY 5 mL, LA 1 mL/min )5 B o © G LA BB B AR B . KA 5 mL K,
5 mLA B KK B B A A R , R R 2T W W . WEMF 5 min, A 5 mL BRR-F BEEBREER B AR .
YERE W6 B A NaOH WA E pH AR 5~6, B TR T ERZER T, 1 mL KEMERE,
0.22 pm JERE, 4% 7.4.3.1 J 2 — HATWE .

LAVACHEE G P B R AR BinY) 615 R A, iT 4R 7.3 AP IR, IR 7.2 R
BIG .3t 0.22 ym JEEH IR 7.4.3.2 J € ~HEATHE .

7.4 AE
7.4 BEBESERY

HEF R BB KA .

a) faifk:.C18 &,2.7 pm,4.6 mmX100 mm B A 4 ;
b) WA R BR BEUE AR A AR 15

c) W#:1.0 mL/min;

d) FiE:30 C;
e) R 355 nm;
D k.20 uL.
R MPERBEREB K
i [8] / min ML Z 8 (4.2)1/ % WM 3h#00.01 mol/L FRR(4.12)1/% WAL B 4.1/ %
8 8 84 8
10 15 70 15
16 15 70 15
17 8 84 8
25 8 84 8
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7.42 TiEth%
7.4.2.1 fzk—

AHNLBR UAR SBER BNERRBERERK L 417D %8 0.1 mL.0.2 mL.0.4 mL,
1.0 mL.2.0 mL.4.0 mL BF 6 4~ 100 mL B+, H Na,EDTA-Mcllvaine- HEE{E B BB E % F
BERFIBER, A S5 mL BFRIKFN L, ZRE 25 OO TFTRERERK —RLEA, LUTHR.
3K L BAE, BABARINBEARERBKEN 0.5 yg/mL.1 pg/mL.2 pg/mL.5 pg/mL,
10 pg/mL.20 pg/mL,

7.42.2 HM%—

SHNLEBE UAR EBRER.BNIBRBEFERBKL 4.17) % 0.1 mL,1.0 mL,2.0 mL,
5.0 mL,10.0 mL.20.0 mL &F 6 4~ 100 mL A &M+, H Na, EDTA-Mcllvaine- B B & BB 7 B 2 %)

B, RINR AR BIEERN 0.1 pg/mL.1 pg/mL.2 pg/mL.5 pg/mL.10 pg/mL.20 pg/mL,
7.43 W@
7.43.1 WWE—

AR 7.2, 7.3 WEBOEGLE LV E . HR 7.4.2.1 MR —FH RINB IR ER R, LIRERM
AR EARE R « By BAH TEMAR MREHTER. WABRPLER UHR GEX . BNE
R0 W) 107 L 259 7 7E {SCER 0 R B R S B P 7 U BB R R U BE R T RE

TERNURR SBR BABRSEYRBRHCEES MR A HHE AL

i YMWELERRTATEMEORER, AFLGLELLREIA LREERN, T2EHRBHENTTIE.

7.43.2 WME=

B 7.2 RBUS . 1F 0.22 pm JERE, FF EALIIE . #RIR 7.4.2.2 H 2R ZHCHI R IVIR A TR HER R, LA
ViR BE AW L W T AREL D = By B TAEMR SR ER . WP LER UHR . SBR.
56 3 B 7R F) W) IO B 2% L AE S0 R 4R S I N 7 DU L BT R R R BE R U

7.5 =aRE

BRAS I Re o, #2 A B 2P BR A I 04T 8 5K .
7.6 FTiRRE

A8 43 0 P AT 0 E

8 SMERMITEINREA

ER R RUAI SR X BERZ ST 5 (meg/ke) R, A DHH

V 1 000
X, =(c; — - et
(c co) X XKXIOOO (1)

K

Ci

AT A sl 2275 20 B 5 00 2 20 15 9 o BE ) B0 {EL B M SR B2 Tt (ug/ L) 5
ZHIRBE, LA EZT (ug/mL);
V — B AR EE, AN Z T (mL);

Co
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m —— AR B B BE A N T ()5
K—®mERT.
HHESGRREMNAAREF  RPTUELERNWAERFHYEEINESER.

9 WEE

9.1 —MME

25 b e vPORS B IR 4% IR GB/'T 6379.1 1 GB/T 6379.2 AL B 09, HE R YA E 3o M E
R UL 95 KAl fF BER T

9.2 =S

FEEEHFAT  REBHRRMLMRERWANEZEABLETER -, AP LBR UK
REeBR BNEBRREEERAEIETRERLE 2.
R2 ANBHFLIBER R SBRMEBHBROESHNBUALELTE
BURERGT R
Z i s RN HEHER - FHRER R
+BE 15~500 r=0.100 m —0.941 R=0.159 m+1.254

JUEZN -y 15~500 r=0.094 1 m—0.041 R=0.216 m—1.785

SBE 15~500 r=0.108 m +0.069 R=0.237 m—1.605

MmAhEER 15~500 r=0.099 3 m—0.331 R=0.228 m—0.112

E:om AWRWELEROEARFHE.

9.3 BHK

FEFRERET RENHERBSLARE RN AN ZEA B HRER R, AL L ER WHF
R EBRRNBRPMEENERHERETBIE 2,
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M R A
(BB RO
IBR OXR.EBR.BHNBRGEYREREEE

TERNHRR . SERX BABRIEYRBAHOIEELE A1,

100. 00

95. 00—_ UK

] LER BABE
90.00{

85. 00
] EBE

Response/mV

80. 00
75. 00
70. 00

I N

60. 00-]

55- 00 |||l'|ll||| ll|l|IIlllll‘lIH|l!II'VIlI]IIII||III||I|X|I|II|HII‘H I T |IIII]|III]IIH|l|l||llll|IIII]III||IlII|II|I|IIII||l|l[|I|l|”llllllllllIl|l|ll|HII|IIII|I|H|IIII|I!II|IIII| T T lI|I|IIlIlI\|IIlI|III||I T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.09.010.011.012.013.014.015.016.017.018.019.020.021.022.023.0
/min

Al T1BRAFRR.EERXRBHAERGAMRRERER
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Mt & B
(BT B 3RO
ANEMP IR NER.SERNENBRSENNE SHRACHBRTEE

B.1 i%EA

AR RAH TEEBREXZNEVNIEBNEHE) P+ BR NHE SBEENRABENTRIE
FESE, TR L EE 10 pg/ke, WA E 10 pg/ke, BT E 10 pg/ke, BN EEX 10 pg/ke.

B.2 [RIiE

WRPLER UARR SERMBR N BRS04 B 5 BERE , 5 BORAR &35 B R 2% 0
S IRHEMMALER .

B.3 & FIFnHE

BB EUBES, A RN R4, K H GB/T 6682 $LE M — %K. 247 kb B A 21 3 iR 7
58 4 230 Fbt et
B.3.1 HEE. ol
B.3.2 ZJE faik4i.
B.3.3 H(CH,0,) . a4k,
B.3.4 Z 4% (CH;COONH,) . a4k,
B.3.5 0.5 mol/L Z.FR% :FREX 38.54 g ZIRE&, /K%M, #A%E 1000 mL,
B.3.6 0.2% HER¥E W (& 0.5 mmol/L ZBRE) B 2.0 mL BF 1 000 mL Z&F &M, [F 5 5 B
0.5 mol/L Z & (W B.3.5)1.0 mL BZARKP . MAKBBEEZE,
B3.7 +BE NAR.EBE . BABRXBAVERB AR S L +BE UKL 2BE.BNIE
RIRHEf AW (W 4.16) F 100 mL Z RS, AP REMBERZIE RS, B Y WK E K100 pg/mL,
FTkFS, BHRBCH .

B.4 {UEFMig&F

B.4.1 WA A3 . BC R A I 8% .
B.4.2 [F% 5 &,

B5 HWMFR

B.5.1 i2E
FREUIE 0 B AR BB K 1.0 g~2.0 g, MBI % 0.1 mg. RBUSRE 7.2,
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B.5.2 %L

WHBRZ B5.1 S REBAMNXSERE L.OmL EF 25 mL FREMP KB REZE. HHB
BUZR B 5 mL, BA 1 mL/min #53 BE @ of © 6 Ao 40 BEQ B A 2R . MUK 5 mL K, 5 mL Y BE-7k
WRVE E AR B, FF R WP . BUEMT 5 min, H 5 mL HR-FEBRUGER By . SEBEBER
#F NaOH WA 2 pH 2920 5~6, B TRAK T EZER TREET A 1 mL JshHLA B.5.3.1b) J#F
fR5RE, 1T 0.22 pm AR, FRIUE .

(7] A 42 F 3R 20 R 45 25 19 e ot 2 TOUO PR A T A M BT 2%

B.5.3 {iE
B5.3.1 HHEGERERESERG

R B A% BTSSRI WT

a) Akt AR C18 AR AE,C18,1.9 um, 2.1 mmX 100 mm BRH % ;

b) WEIAH:A:0.2% FERIAW (& 0.5 mmol/L B§ERE) ; B: Z M ; Msh M LLB : At B=7: 3;
c) Wi :0.30 mL/min;

d F#E.25 C;

e) HFHE.10 pL;

D BAAEK AR ESD, ERFEX;

g) WEFHE 4 000 V;

h) ®SRES:241 kPa;

D HBSRWE: 5 L/min;

D BT EMmEIRE 350 C;

k) FALRE 275 C;

D REESES:HS,0.2 Pa;

m) FRHER BN M (SRM) , 35 8 SO0 Wl £ 8 F . F B F ARk pE B L3k B.1.

£ B BEF. FEFINEERER

B &Y BB F/(m/2) FHF/(m/z) MiEREE/ eV
426 20
+ER 461
443 12
410" 19
TS 3 445
428 16
444* 22
EBE 479
154 31
428" 19
wmSI R 445
154 33

. T ARBRENES B SHTREEZR WEMMLEE2 R BRE. r ERFETF.

B.5.3.2 T {Eth%:

AHANLEBER WAR EBR BABRRASIRER R L B.3.7) B BUE BB W, IR &2 SR E
8
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BEBRER  ZRVIBESHHEBBWLE RN 2 ng/mL.5 ng/mL,10 ng/mL, 20 ng/mL,50 ng/mL,
100 ng/mL,

B.5.3.3 ME

IR B.5.3.2 B R B A 45 VS VR, LAY BE R A R 0 TR BUELN = Bl Ly BHZR R TAR R AR SMR ke
BEZ B.5.1.B.5.2 |EALF R, TR L BR IR ST R IR B R 0 R A
AR E MRS, BRI BT AR BERWE . HiENE#ETE /KB ETAE.

B.6 SHHERMITHMRZR

B B A B X BEARBEE T 5 (pe /ke) R, &KX B.DIHHE

\% 1 000
X;—(C;—CO)X;XKXI—'(S—OB (B.1)

A

Ci

I T il 28 45 30 80 0000 4 4 v VOO BE A 0L, SR A A L B T (ng/mL)
Co 2 BB, B AN EZ T (ng/mL) 5

V — R E B NEUE, ALY ZF (mb)

m — B R B R BE, AR ()

K—®BEHETF.
HESERAERAWMAERR T BT EERNERCHEENNELR.






