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it

Al

AR ZH GB/T 1.1—2020 (hrdidl TAE S 58 1 35 AnvfEA SO B S5 R BN ) TR e
R,
AAAE GB/T 22259—2008 ( Fakl L& R e mR0sAH ) . 5 GB/T 22259—2008
FHEG, BREGMRRE AN aE Bl oh, FEE AR

a) XM RRH TR RERMNE SRR ) RO (R R ERNE)

b) & VG SO B A Ak IR TERL . AR A R KPR RSN 7R R RIS L1
BHAING, e 7R BRA D E =R (1%, 20084 FREE1E) ;

o) XTSRRIV E I EEE (4.1, 20085EAR 3D

) T R RO AT B R (4.2, 20084ERR 114D

e) B TSGR AR RS (4.3, 20084ERRITIS)

£ BT E SR A BIEE RGP (4.5, 20085 T

g) T ERCAR AR E A (4.6, 2008F RIS

h) BT A - ER IR R vk (LSS ED

TR RAR SO L Y 25 0] REVE e B R o A ST 1) R AR WA AN AR FH U & R 52 4T

A SO B A E R T bR e AR Z: s (SAC/TC 76) $2HIFHM .

RS EL AL FEE AR E AR A IS EAR T AT BRIE A B A ARHE Bk,

AR A R EL N

AR SCA e FE BT AR SUAR IR 3 R RRCAR AT DL -

——2008 5 KK AN GB/T 22259—2008;

—— RICNE—IRIEIT
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AR ERZ/NE

1 SEE

AR T PRI A B 2R ) v AR i R € - BB TGS U E TV

ARG FRC AR AR R BSOS AR AR R 78R AR A B RRNA N
A LR R IE

A RO AR EOR IRATRRITRS AR H PR 91 mg/kg € B2 mg/kg, 05T
TRA AR AR & B DR AR I A H PR A2 mg/kg € BB NS mg/kg, K= 0REAS H PR 295.0 mg/kg,
E R 10.0 mg/kgs A E R - 05T B A B A tH B2 090.02 mg/kg . € & FR57590.05 mg/kg -

2 HeMsImxH

TN B SCA A B P S I ST R RIS 1P AL AR SCA AN T R Ak ko Fe R, v H I 51 SR,
A2 H 0T B B R AR SE T AR SO AN HI 51 R S, HasohicAs CBFERTA FE SR &M T4
S

GB/T 6682 43 b7 5256 % FH K MU AR 6 75 7%

GB/T 20195 ikl alFE ] %

3 ARIBFENX
RSCEA 75 BT FIARTE RN E o
4 BFEHEEILE (HPLC)
4.1 JRIE
B Al . e E TRk AR AN 7T L ER TR B B VA TR BORE A 1 B F IR KRR, I R &
FARL RN VR A B RDRRAS I 77 F Mcllvaine-Na EDTAZE Pl S BURE i R ) L8 R, RO B i O, 4b
PRVEE &
4.2 RgHR
BrAE S A, AUE Al .
42.1 J/K: GB/T 6682, —%.
422 HEE. ik,

423 EHRHEEEW: BB 10 mL #EE T 1000 mL FEEHIRS) .
424 50%FELAT: AL 50 mL HEE, /KE 100 mL, 5.
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425 EFRFEH (1mol/L) : FEHGERER 9 mL, MI/KFEEZ 100 mL, 2.

4.2.6 FEMHER (10 mol/L) : FREXVESEALEN 40 g, MI/KIFMIFMFESE 100 mL, B2,

427 Mecllvaine-Na,EDTA 2. 73 FR B — ZKATIRIR 12.9 g, + —/KBERRE —44 27.6 g, —/KZ—
2V 2./ —4 37.2 g, fiN7K 900 mL ¥ f#, FHERERIA (4.2.5) BESAMWNER (4.2.6) 1 pH £ 4.0+
0.5, NH/KFFEZ 1000 mL, JRZ), HIFE.

428 EDTA-CaCl- LRSI B2 VU 4.8 — 4 (C1oH14N20sNaz-2H20) 9.3 g, fil7K 500 mL,
AR, INEEALEN 4.0 g, B, BWEER, FRTINTKEMNE 5.5, 4/ 5.7mL, 5, TI7KZE 1000
mL, FEENER (4.2.6) i pH = 6.6 0.1,

429 MEMER (1 mg/mL) « AEFIFRELLRE Z M (CAS: 79-57-2, 4HEEAMKT 88%) i&fE, #H
HFEER 10mg, T 10mL FEMF, MEEE (4.2.2) BRFER, B, -20°CLL N RAE, H R
HN1IAHe

4.2.10  FraErpE TAER (100 pg/mL) = EFFE IR HENRE & (4.2.9) 1mL, & 10 mL FEM+,
AR I E 2, T BOR BN 100 pg/mL B L& ZRArAE R . -20°CLA R RTE, ARHA 1 .
4211 FrAERFIEW: W IEEZ AR TR (4.2.10) &5, FATR IR IR RN
FERHHS0% FREIR IR (4.2.4) , I I0FR TR -G iRDELAE & B RLA N 71 FH Mcllvaine-Na, EDTA 2% /il 2%
MR (4.2.7) Fiks, Hl#RE N0 1ug/mL. 0.2ug/mL. 0.5 pg/mL. 1 pg/mL. 2pg/mL. 5 pg/mLA110 pg/mL
(o ik 5 51V

4212 JeALIERE: 0.45 pm.

4.3 &%

43.1 EROBAH TR RO SR IN A .
432 KF: JEE 0.01g A1 0.01 mg.
434 LWL ##>10 000 r/min.
43.5 IR E .

43.6 NEiRIRG %

43.7 EAEIEER.

438 FREIT.

4.4

FZGB/T 201958 % FE i, 20200 g, K AFAE H A E0E 10,425 mm LRI 7, RS, FA
EiHRAEY, %H.

4.5 RELSE

4.5.1 BH
4.5.1.1 FEEEER. REGBAR BRI TR

AT MO AR FRERAE 5 g, FETAZE 0.01 g, BT 50 mL B0, HERIN N ShB2 VAR (4.2.3)
25 mL, JRHEIRE GRS 10 min, 10 000 r/min B5.C» 5 min, #EL_EJEWR 0.5 mL, I 0.5mL /K (4.2.1),
IWIEIR ST, 10000 r/min 250 5 min, B EIEHBGSRALIENRE (4.2.12) , it HPLC W&,
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4.5.1.2 RMFIFUR & ARFUR & BIERLR

AT ARG . FREGRFE 2 g, MEHIZE 0.01 g, BT 50 mL &0 H, A Mcllvaine-Na;EDTA
MR (4.2.7) 20 mL, JWHERAJERY 10 min, #BAHRE 10 min , 10 000 r/min &> 10 min,
B FIE R E S — B0 . BRI 25 Mcllvaine-Na;EDTA 222 Mk (4.2.7) 20 mL. 10 mL
SHREE R, G = BB, ) Mcllvaine-Na;EDTA 222 (4.2.7) €A E 50 mL, JREI% M.
B4 O LU i (4.2.12) , it HPLC Jli5E .

4.5.2 MNE
4521 RKHEBESEEZHG

AR S S5 25 T

a) ik Ciskt, K 150 mm, WAE 4.6 mm, Fiff 5 pum, SPEREM Y%
b) fiE: 30 C;

o) Kl BB 390nm, KK 512nm;

d) #i#: 1.0 mL/min;

e) BEFERE: 20 pL;

f) JishtH: A MH: EDTA-CaCl-ZFREhZEMl, B AH: HEE, BREEVEM, W% 1.

=1 BRI

5[] (min) A (%) B #H(%)
0 75 25
20 30 70
24 30 70
28 75 25
30 75 25

4.5.2.2 FRERFIRRINAER RN E

TEAUER I ERAE R T, R BRHE RN (4.2.10) FHAFEEWR (4.5 EHUGE. 76 Bk
AT, LR RARAER O B A

4.5.3.3 EM

LR B IS T E 1, ORI B 8 2 O B I 8] N S5 b AR ORIEAR ) rh H B2 3R I DR B I 1)
— 2, HAMNWZEEE25%Z A,

4.5.3.4 EFE

DA% 2 R B R Ak by, Cibide AR (M NEfED) JyhARhR, SeblbraE Lk, LML OC RN A
&F0.99, W (4.5.1) F LB RN NAETAE AP A . W mvaE, Rtk K
A RL SRR 78 BHARE I TRHI 50% R (4.2.4) 5 8 N7 TR0E 45 DRl AR A B AR bas In 1) il v v
Mcllvaine-Na:EDTAZE 2% L (4.2.7) FikE (nf#) Ja, FHHNE o B B, lFEER (4.5.10
AR BRIV B2 5 B AE VA VRO P AH ZE AN 30%

4.6 MILHIELIE
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AR EERNTEURES S wit, BEUZWETR (ngkg) Roxn. ZRREEA (1D i

s BRI (2) THE
_ pxV <V, %1000 0
V, xmx=1000

v

p ——MIRHERT R ER IR R T FE R IRE, A= (pg/ml)
V——HE R B AR, AN =S (mL)

Vi F T e AR AR BURU AR, A= (mL)
Vr—— 4 WA IIARR, BACNZET (mL)

WM R, B (g)

m
n MR 2L
Axp XV xV,x1000
w = .G /T 2)
V%< A, xm <1000
A
A AR 5 R I AR
Ay PRAEE TR 155 2= U AR

p—— LB REIMEIRBOREE, A ZS (pg/ml) ;
V——HE R B SRR, AN =S (mL)

Vi F TR AR AR B, A= (mL)
Vr—— 4 EHLER AR, BACNZET (mL)

WM R, BN (2

n P RE 54

M5E 45 HFPATINE M EARPIER R, 4RI 3NA 3T

m

4.7 BEE

FEHRBVESFAT T, PIOCMSIIE 4551 5 H AR E 40 ZEA KT ZEARFEIER 10%.

5 miEGE-HKEEA

51 [RiE
B & paRh WG TRRL SRS RN FERE ] ER R YIS VA R B BBORE i oh 9 - 3 0T KA RS s A8 IR TR &
AR & BRI F I Mcllvaine-Na EDTAZE AR HURE it 1) 82 3K, HLBREUMHAS UL 146

AR - R IR ORI, B VL BCARHE 2RI, AMPRVEE &
5.2 kiEa R

BRAER AR, U8 A Hrailm .
52.1 JK: GB/T 6682, —%.
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523
524
5.2.5
5.2.6
5.2.7
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Ol faigkal,

. faital,

10%FF VAW : BUFFEE 10 mL, /KM RS 100 mL.

20%F VAW : EUFPEE 20 mL, /KM IFFRBEE 100 mL.

0.1%F VAW : BHR 1 mL, H/KEMIEFFEE 1000 mL.

P TAEW (10 pg/mL) « HEBIRIPRHERE & (4.2.9) 1.0mL, # 100 mL A&+, HHE

MR IEE RS, BOH SR BN 10 ng/mL (L5 = brdE TAEM. 0~4°CIRfFE, BECILH

52.8

FRERGNEIR T« K% EIOEEARE TR (5.2.7) , HWERRE, WIS E 5718 20 ng/mL.

40 ng/mL. 100 ng/mL. 200 ng/mL. 1000 ng/mL 1 2000 ng/mL FIFx#E R FIHE K

529

WHERFNE . BEERUEERME T/E®R (5.2.7) , H20%HEE (5.2.5) Fk, $I5WKED

4 Ing/mL. 2ng/mL. 5ng/mL. 10 ng/mL. 50 ng/mL 1 100 ng/mL [J#RHE 251V W -

5.2.10
5.2.11

5.3

5.3.1
53.2
533
534
53.5
53.6
53.7
53.8

FKERE P E A AU (HLB) : 60 mg/3 mL, RPEREM 2% .
JE AR FLIERRE: 0.22 pm.

&8

AR - AR IDC I RS A T LS 55 B8 U
B RF: R 0.01 g F10.01 mg.
TRHEIRA 5%

R IEIR T 25 o

R 7 U T A

B0l ol AMIKT 10 000 r/min.
EEEESETS

BIRAX -

54 #m

1% GB/T 20195 #ll&AFF, £/ 200 g, M H 45 0.425 mm fLEK T, RORS, %
AR T, &M BCERAEE, H5)—8. AR E B AL, A2 NAE N T 5 1 E IR
30%HITRRIEE S, VRN FRES

5.5

5.5.1

EETE

AR RAEARFRERIANTER

REBUGEIRE 4.5.1.1, BEERBUK 0.2 mL, A 0.8 mL 7K, ¥@iEIE2S], 10 000 r/min 50> 5 min, HY
BB LRI (5.2.11) , BEWORH €8 1% - 58 BX T RSO € .

5.5.2 RMFIFUR & RRFUR & BIARER M
5.5.2.1 #2H

[ 4.5.1.2,
5.5.2.2 %k
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HLB [EAHZEERE (5.2.10) KX HEE. 7K. Mcllvaine-Na,EDTA ZZ MR 2 (4.2.7) % 3 mL
WAL, HEFIR I A 1 mL ik, K 3 mL. 10%FEEEW (5.2.4) 3 mL ARKHkEE, $hT . FHEE 3 mL
Ve, WSCEESELR, T 40°C FEART . HERIINAN 20% A (5.2.5) | mL E@%RAY, R G
ALIEREEJE (5.2.11) (AR i - 5 305 RS OO 52 .

5.5.3 ERLEIOERIARINVEIE
5.5.3.1 EAMR, RGARFRERIA TR

B R, 4%5.5. A0 BRAS 2128 B U, AERRRE BOPRHE R0 TR T (5.2.8) %50 uL, I~
S RV M B 22 1mL, 459K FE 4353291 ng/mL. 2 ng/mL. 5 ng/mL. 10 ng/mL~ 50 ng/mLF1100 ng/mL
1) 35 J57 UL P b 4 2R 51 VTR

5.5.3.2 NMFIFUR & ARFIR & BUIRRER N

B aRE, 25520 B R ART, WA RIIGERTIL (5.2.9) F1mLEMRRY, 6145
WEE4> 741 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL. 50 ng/mLF1100 ng/mL FJ5& 5 T L AR R 51V -

5.5.4 NE
5.5.4.1 RZHBIESEEZG

AR S S5 25 T

a) BilH: Cis i, K 100 mm, W% 2.1 mm, Fiff 1.7 um, SPERER 2435
b) ##: 35 C;

c) HFEE: 2 pL;

d) Ji#E: 0.3 mL/min;

e) VidlAH: A: &N B: 0.1%MERIAW (5.2.7) , BREEBENAET Wk 2.

*®2 HETRIER

I [ (min) A (%) B (%)
0 10 90
1.0 10 90
3.0 40 60
4.0 40 60
4.1 10 90
55 10 90

5.5.4.2 [RiEBEEH

JRHE 22 KR

a) BSTUR: FmESS TR

b) AR EEFHEHR (ESID
o) Al ZRMMEN (MRM) ;
d) BHEHREL: 1.0kV;

e) BHTIRIEE: 150 C;
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f) FALEE: 500 C;

g) HEFLAIRIHE: 50 L/h;

h) ZA4LSHE: 1000 L/h;

i) 2PN (MRMD 85756 HEFL H R g & L3 3.

*®3 ZRNEMY (MRM) BTt #HFLBERMEREENSZE

AT WS TR HEFLHLE v REAEAE oV
461.2 >426.1? 18
+EHR 38
461.2>337.0 26
a i R T

5.5.4.3 FRERTIRRFIAERENE

AR R T, BB R IR VLR AR E R ANATR (5.5.3) FHAFEA W (5.5.1 8 5.5.2)
EHLIE . LB RIREARUE B 5T nt K WL % B.
5.5.3.4 EFM

EAHENRIG 2 E T, WFRA W (5.5.1 50 5.5.2) S3ERIUCHEC AR RVIEW (5.5.3) HEEERNAH
] AR SR ZE NAE £2.5% 2 N . IRER 2 s B R e 7, WA R+ E R e S
F B AR B = 5 9 P T 1 35 5 DG T b v 28 4 A R N PR s P B T AR B TR, A R ZE AN
R 4 e e, WeAE IR A LB R

x4 EMNENBNBEFEENEARITRE

BACNE S
X E T >50 >20~50 >10~20 <10
i KRV ImZE +20 +25 +30 +50

5.5.3.5 EE

DA 55 R A BT UL FEAR ARV 0RO R A b, B T AR A B, Rl Bt T 2, A v il 2 F 25
PEA R REOAME T 0.99. WFRVEWR (5.5.1 5 5.5.2) 555 T UL Mo AR v IV F 4 B 2% A0 T L {35 N AE A%
R I Z MV B Y, il HE 2R PRV, R BURE IR 20% H I (5.2.5) #kE (n ff) JREHTE.
RRHEE R, BRI h 5 R AR 5 B S UL FC AR vV VRO AR ZE AN 30%

5.6 RIEHIEAIE

AP EERNEEURES N wit, HEUZRE T (ngkg) #orn. £k 3) it
B RURCHERL (4) T E
p><V><V2

= D 7 U (3
YTV xmx1000 "

A
p—— TRV RC A e it 2R A5 IR U L a R IR, BN R 2T (ng/mL)



5.7

V —RBUEB AR, A8 ZTH (mL)

Vi T MR A AL ISR BORAARY, B 82T (mL)
Vet & EHVER AR, AT (mL)
m—— R, AT (@)

n——WRERE L
A X xV xV
w = Ps 2 Xl (4
A XV, x m x1000
A
A WA LR R I g A

As—FE G UL FCARE TV £ 5 3K 0 f i e i A

p— R LB R KIKEE, AN ZETE (ng/mL)
V— R R BURR AR, AN (mL)

Vi FIF MR A AL ISR BORAARY, A 82T (mL)
Vet EHUERA AR, AT (mL)

m—— AP R, AT (@)

MR AL

AT E S R R IERIR, SRR A AT

n

GB/T 22259—202X

FEEGVERMT, PRSI IS RS AT I 280 Z AR T2 EATBME R 20%.
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GE
D)
LB RS €

T FE F AR RGBT I AL

30.007
28.00]
zs.oo—f
24_005
22.00;
20.00—3
13_00—:;
16.00%
14.00;
12,00—5
10,00—2

5001

s,oo—i

4.001

2.(1()—'_-P_/_J\w

0.00-

- Oxytetracycline

0.00

T (R — I — — 7T
2.00 4.00 6.00 8.00 10.00 12.00

Minutes

BA 1 EBRRERR 2 pe/m) SRREEREE

T
14.00

10
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M B
(BRI
TEFERREREET RIEE

TEEARERBOE EE T OIG A LEB.1.

OTC-20240813-06 MREM of 2 Channels ES+
2.97 461.182 » 426.062 (Terramycin)
1007 3.79e6
| -
0 I R ) A A . A A A .25 5 R e R 5 52 5 .50 ) o s L A
1.90 2.00 290 3.00 3.50 4.00 4.50 5.00 550
OTC-20240813-06 MRM of 2 Channels ES+
2.97 461.182 = 337 .04 (Terramycin)
100+ 5 73e5
EQ_
e L s B s s L L R R L R e R L Lo LR E e s e e nnn e N1 1SS

1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

EB.1 TEZMFERE (10 ng/mL) EEEFEIEE

11
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