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+HEE (Oxytetracycline, OTC) XFRMER. AVIM K, BTUUAREHE
%, CAST HNT9-57-2, 73 TR NCuHuN 00, 73 T H460.43. B2 W8 (0 1) ik
MR, WS 182°C, WIRT Ol MMET /K. EERETAPERRE, &
FEH AR, ERMEERR S SRR . LERN S TS wEIATR, N
iRk, BT EA ZHESE, IR Sk, RIS A W R G EE,
FrUA Rets R E, Btk LB RE MW EY, B 2% T BRI s .
H H3C\N/CH-‘
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B, &R LAEVRST RIS T3 tael, e 2Islssh v A KA R H
N TR AR R BRI, JEARRE 1685 A H R T 1 RS R
FUILERL R R R : SN 9. YT, 4% 1000kg TARNRIN, H# 10-
50g (4 H#ELLND , 38 10-50g (10 BEE LA , YLUE Ui, 1 SEbrsE e
AR, B SeRRL T R R AL TR R B 0 IR AE T A A 2 A I L AR A
TURF, TS = A 20 S 2Pk B, T fa T AT B A e . 4
WEEE 2 AL AR A, IRIERRMEE 1945 A, 282465
ANEER, CIFHLER RS OS2 EHE . (&4 E K hri
frihh B2 B R EIRE)  (GB 31650-2019) thixf + 5 &£/ HE /NI E/ED)
Ptk B it R R R TR B BR Rl HE T R, AR . IR B 0 AT %o e ko
A E R R m IR
#1 GB 31650-2019 5% 85 2 1 5 K5k B PR = 1 1

LIRS HRZH 2] TRE PR png/ke
LA 200
RIS JH 600
5} 1200
4/ 100
XEB & 400
i LA 200
i LA 200

H AR e 5 A I BT B RO (ke £ 3R e = RORH

PEvEY  (GB/T 22259-2008) 5, #H0.05mol/IEh R

BB L8R, ®R

WORE (0% 58 AMSIINE RTINSO EAEAE S TR, RISCRAG, &R 22 56 ] 7,
I HL S BB (B 1 kI R BUE RIS, ARemEREYE, Toiki 2 Gari s & &5 K.
PR, aRFEXTGB/T 22259-2008 3478 1T, AEXHRAR 7 g7 0 i) 2t B, 14
REPE . EVEHERR O G- SRS, T RHR & 2 A I SR R R S8,
MNUEE S PR B2 3 777 it o B 22 4

1522 [J WA SR I 5 iR e A L, 45 At 5 SRR s bR e, AbRiER
FH v BOBAR C 52 A s SR €% - B I D 0 A 57, 1 PP o B R A 7



A R i 1) T R it PR T A BT IR AN SR AR HEAT 104, A3 TR RIRCR .

1.3 FETEidi2

A A3 B P A AR B K SR BRI AU R (BT R A8 B 2 TR 2 BT AN
BJe 74 45 7 R AR HE ) il 67 B bl s AR o R IE 1B A R DR ok bR e AL B
RZ G2, TAERME: SCI— o TARH— A5 A AR — IR R MR AT
06— B SOAS— AR AL —E SR R I — e — a8 B — Rt
1.3.1 AL FREREE VA

20244E1 7, TRIPALRBIRRAESIE AR5 5, HR R B K AR B R AT
FURE 5 B VE AR B AR HE S S L [ T T AR S ST AR UE AR R AR o (A
XARERC R TAEHEAT 720 1, W6 LRSS AR ST, LA R ISTH FRIUR) S B o
1.3.2 a5 A0k 36

20244F2 3 E3 3, WREHALBRN ROl KR A H A AN R0k, 2
FAR T LB RN, BRI S . LR L, 20244 37H, 3%C
ARISCERGERE, SR R R AAR T % R TRiALiE . REUZA
FERR LS AT IR R, WE TR R BRI T . IR SR ST T 2
AR, 45 RBL, ATTEREARGF i S R R BRI R . 20244E8
WK HE AT RETE  AT, BREARAE SO RN B, TRRCT (kbR
BROWE) CERAERZELRE .

1.3.3 FRIIEER



—\ rERSIR AN EZ R AR S HE KR

2.1 ¥R RN

FE AR AE B ) g i A o P A [ 5 G T BE L BOR L VERURILEE, FRiER
9 5 N % R IR T RGBT 1.1-2020 (brifEfb TAE S 551385 ARdEAL SCpF 45
AR EL L) GB/T 5009.1-2003 (& dh EA K46 77 7% BAGES 4 &) A
GB/T 20001.4-2015 (FrifEdm 5N 5543555 . R TTEARHE) MIERMS . £
AL E R R SRR FHARNBFMRORIEFTICIR: SCFRIEHER . B, 51,
PRAEM R B E AT ARG B RRIS ST &S HUE .

2.2 FiER I R HAR
2.2.1 SRHEEIE ARG K HNAR
2.2.1.1 ¥R K RYIEFE

I A ] [ P Ah i A AR AE AR OC SR, L R iR i vk B
TOORH 05 - 28 IS I 2502 AR € % - e Aar il 27, = 8 38 5 Jod 40 R Aar il 7 2%
R DL, I bl A S B AR - SO A T ARk, @ R R R
Na;EDTA-Mecllvaine Z2 bR A 1) 2 GG iR/ R I, ORI 3790m, K4
BeA 518nm Ak, EFERARANWPNAE, K 2.



Ex:379nm

100-

ZEIvEI I I I I 3EIIEI I I I I BEIvEI I I I I 400 ‘ ‘ ‘ I 4;0 I I I I 500
130
120
110
100-
A0
80

Em:518nm

70
B0
50-
40
30
20—
10

L L e s L S A S B — T T
400 450 500 550 600 650 700 750 800

K2, L& RIS A
[FIHF 22 AR A B A 15 45 282 5-2-2020 (FAklhEEmR. UK. &HER.
ZHARME) SRR, DU E RO KK 380 nm, K HHHK 495 nm.
FER TR, EEMEF TS (AOAC) EPRFRE 92 i HHEEK
W7 BRGE KK OB B 390 nm, R 512 nm. S =R i
WK IATILES, S KA T LERWPENE 2. SRE R EHERERRBK
390 nm, REFHAK 512 nm FIZAE A B NAE .
T2 EWKTLEEMPMAE (n=3)

. S s TR
TERIKE SR WO R WA
ug/mL nm nm
B & SN Op =Eii 379 518 679148
0.2
N VAL AN: oy l:l_ _
Zzi[izzhtulz?o;)ﬂ% 282 =-2 380 495 566449




AOAC [H R4 92 & 390 512 716219

2.2.1.2 BIEHFRENERERE

oy B AR AR I 5 24 R0 43 0 TR L 06 e JEE e M Vg ) 5 B2
FFEAR KA RE S MG I R o AR AR AR AT A 5 58 282 5-2-2020 (kA +
BER. KR, &8X. ZHARMOME) WEM L, &K% RH Waters
XBridge Ci8(4.6x150 mm, 5 pm) i, H5 71N & P PR i) H - AL
ZRITRAN AOAC Hh T4 ik 1) PR - LA A5 G2 v VR PR PR BC VA VR 0 a5 SRR,
PR B0 R 0o e ) & SR A B R ZE 0

2 B - AL A 2 R IR L 30: 70 I, BRSNS RERE L,
Foakld, HbrS ik se e 8. Wl BR, ik i - S S b ik
I LB 15: 85, FRAEHARHIE)E, Se ARG, 58285 58 e b,
TRUE R —$F L TP Frbl, AARiER FHWOAH i %4 8: AM: EDTA-
CaC2- PR EHh e, BAH: WEE. FHREEVEMAZF: 0~13 min, 85%-85% A;
13~16min, 85%~65% A; 16~23 min, 65%-65% A; 23~23.lmin, 65%~85% A;
23.1~30 min, 85%~85% A. Viif: 1.0 mL/min; #FAE&E: 20 uL; FE¥E: 30 C.
Lk WL 3.
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3. LERIAEFE AR (2 pg/mL)
2.2.1.3 AL KRR
T EHERAABORNWIE, S5 RE TESVRELEY), RN pH<2 I 5
KA E RSTAE P iKW, B S5 N G AR O AR, AR T V401 R FH R M 42




WO . AT71527% JE AR 0.05mol/l ERIRVE VR « AV A AT E 4 2 26 282 5-2-2020
(TR LR WK, &EFR. SHEHBEMWED iR r 5 BOR
Na;EDTA-Mcllvaine ZZH5 AT AOAC BT R b FH B — R4 A 7). 23056
WE, 3PS 0.05mol/l 5 FR VW [FIACR B {K, Na,EDTA-Mcllvaine 2% ¥ ¥ 7]
AR IR ) R A, R 70%~110% 70 H, (HIEHURECH 3 K,
BB IS, AR AR RERh 78R R Ak F SR BRI R 4T
I 5 B DUKFRRE, BB MR, 2@, REEE— R BI AT 2
IRUFIIEISCRER, 1F 85%~115%2 8. BN TARINFI TR AR, 4502 5=
TERRGWE, HTEETREEREG, SLERKEGTE, FELRML TP
NIRBUAFIR BICR AR, 76 30% A 4. Rk, Blak. Wikl FRhsrER
FHIRAL FFEEAE AR BUGA R, W InFAITE & 1A 8K FH Na;EDTA-Mcllvaine 22 #1157
VE AT -

K A Na;EDTA-Mcllvaine 22 Mg & BN, R BUE BT WA — 2 520 .
S P T RS HEEL 10 min. 20 min A1 30 min, KILEIWCRACAR S, (HiEg
SRR E — RS .. L 7S 10 min, 20 min, 30min, & 30°C.
40°CHI 50°CHR I, Wt JE St 75 I TR0 S BUACR FE i AN K . e € k3% 10 min,
fEE HEEL 10 mins

I A E T AL D IR AN R

(1) FC&taRl WRgaTRL SR L h 70 k)

AT MR RS . FREGRFE S g, KERIE 0.01 g, BT S0mL E0EH, HEH
TN R F R VA 25 mL, R iEiR & 5 4k% 10 min, 10 000 r/min 20> 5 min, #
BB 0.5 mL, HIA 0.5 mL 7K, J®iER2S), 10 000 r/min B0 5 min, HU I
R FLUENE, i HPLC J5E .

(2) U INFRIFI0R S R & AL PR REAS i 7

AT RS . FREGRFE 2 g, FERE 0.01 g, BT SOmL HOE S, A
Mcllvaine-Na;EDTA 2% MW 22 8] 20 mL, JwIEIR & f5967% 10 min, A £ 10
min , 10 000 r/min &> 10 min, FH LEBRE 57— Z0E . 5RE S 5 H
Mcllvaine-Na,EDTA 22227 20 mL+ 10 mL EE MK, &=k EE
., H Mcllvaine-Na;EDTA ZZ iR R E A 2 50 mL, VRAI&H . Bt
TRALIEME, 4 HPLC W2



2.2.1.4 FIiRIE

LR KT, BREM BT RV L ER M T RYE
TERWAYIMBAER, EAEFEER. AR, AR B (B
WAWE MR O, BARGEEMESE 13 R . ORI ANEER (BIRER. BEARFA.
HihER) ORI (ARDE. RN E. WRIDE. WHDE. ERD
B, BRuE. RimE. EERDE) . BEEE A%, AER. TR
R FAYMATTIORE . SRERY, ELEROBIRINSN T, TEME
TERARE, HERNEER. VBAREFLY EERARNTE T T

6 FRJVBURE E 15 JR AL I 4
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K4, 5= Tl A
(a: TFZE; b: &FFK. UMK, Z2VHE; o WHIEIAE; d: B,
e: MWAILE; f: RIFWERS)
22.1.5 FEFER
(1) %4
R RS UE S AR 8] TR, F 50% F B2 /Mcllvaine-Na,EDTA 283 7k 4
AR, HIAFIKE 2508 0.1 pg/mL. 0.2 ug/mL. 0.5 pg/mL. 1.0 pg/mL. 2.0
pg/mL. 5.0 pg/mL. 10.0 pg/mL FIFRTE RFIEIR,  HH AR BE 21wk FE A v RO AH
ETEACIE . DA IS EBUN AR, IREEARARER, ZflbriE 4. k15 DL
50% F I H B 1) 85 R B A 7 FE N Y=2.62x10%X+7.08%x105, R?=0.999966, LA
Mcllvaine-Na,EDTA 25 145 ¥R B 11 -85 = [B1H 7 7258 Y=3.10x10°X-2.71%10%,
R2=0.999968, KT 0.999, ZittRif, WK 5-K 6.
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6. TEXIrERIZE (Na2EDTA-Mcllvaine 2 YA WG RE)

(2) FERREE

AR FP PR B S, D 45 SRR, FEA R ORI A, 2
B Bl 259 6

R (LOD) : RAFZER, WMINER LERARHERTRT 5 ¢ SAB Sk
AR R AN R (ARSI R IR A BRI 2g) o, $EEUSIE,
RAE(EWREE SAIN=3, e A R . R0 ss AR, LHRAM. RS TE
Y 25 e AR RE RS 78Rk P AR IR 9 1.0 mg/kg, 7E KPR b RS HE TR A 5.0
mg/kg, FEES AR &R Bk HBR Y 2.0 mg/kg.

ERIR (LOQ) : ARIEER, MINER LB RHEATT 5 g 2 A&k
AR RN R (BURA R RS BERIR NG 22> &, RBUSIE,
RIFEMELL S/AN=10 BN RIS (RIS R ANt I LA RSD il 225K, e
R, R RER, LEREW. SRR RGBS R 78R 1
E IR 2.0 mg/kg, FEKEEH R E ER N 10.0 mg/kg, FEEINFHTHE A 1
B E &R A 5.0 mg/kg.

(3) J5¥: MR B ARG 2 B 5 52

KRITVERHPRHERINEFE S | LB AR SR, Wgatakt. RS R
FERLAM 70 BRI I 77 TR & GaDe b s I Rl S e . 456 168 5 A TP LB RS
&, e AR N 3 AR K P 8 b AT i 2 AR 25 B R0, s



BUIR: . MESFE N 2 mgkg. 20 mgkg. 100 mgkg, #E SR 10
mg/kg. 100 mg/kg. 300 mg/kg, WAHTARIFREEI AN 788y 2 mg/kg. 100 mg/kg .

500 mg/kg, WS HNFHI TR & RDRLANER S B DR RS IR E Y 5 mg/kg 100 mg/kg.
1000 mg/kg, SWEHAT S AFESRFATIRGE, BEE 3K, RPN REEFEXSFR#E
Rz, TR NER 3~ 13,

K3 FEBCE TR R BRI BRI 45 2R

WINRE . B (%) FHEYeE  #p RSD  #ikA] RSD
(mg/kg) M 2 3 4 5 (%) (%) (%)
I 96.5 97.7 93.0 96.5 95.8 95.9 1.8
2 I 98.2 90.4 92.9 91.3 87.3 92.0 4.4 4.7
1 90.3 85.3 88.9 100.8 94.7 92.0 6.5
I 89.7 91.7 91.7 90.0 91.0 90.8 1.0
20 1 985 1043 1005 1009 1003 100.9 2.1 6.2
I 97.4 90.2 1023 1060  105.7 100.3 6.6
I 92.0 92.5 92.7 943 925 92.8 0.9
100 1 1045 973 95.9 99.7 107.2 100.9 4.8 6.0
1 95.7 99.8 107.5 98.8 87.1 97.8 7.5
x4 FERGRER D R RN R R e 4 R
WINRE — B (%) FHEYeE  #p RSD  #ikA] RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 90.5 92.0 98.0 99.5 96.0 95.2 4.0
2 I 945 1142 1026 1085 91.5 102.3 9.2 8.3
1 1148  108.8 99.3 92.1 107.9 104.6 8.5
I 92.1 94.5 91.0 93.9 102.3 94.8 4.7
100 1 92.1 1039 99.0 100.8 92.1 97.6 5.4 7.7
11 1091 1144 1056 1014 1127 108.6 4.9
I 1002 102.6 1046  100.8 96.7 101.0 2.9
500 1 92.0 94.7 95.4 91.9 94.8 93.8 1.8 4.6
1 983  100.6 95.1 1048 1053 100.8 43
5 TR A AR B E s hn Rl kg 45 R
BINIRE . . B (%) FHEleZE  #itpy RSD  #ki] RSD
(mg/kg) Bz 1 2 3 4 5 (%) (%) (%)
1 81.0 79.0 79.5 80.0 78.5 79.6 12
5 I 84.2 82.6 94.9 86.5 79.7 85.6 6.7 5.7
I 83.4 78.6 82.1 76.2 76.6 79.4 4.1
I 96.4 95.4 97.5 95.4 95.0 95.9 11
100 1 86.3 94.1 89.9 95.4 99.1 93.0 53 3.8
1 90.3 95.2 88.4 94.4 92.6 92.2 3.1




I 98.7 1008 96.1 98.1 99.5 98.6 1.8
1000 1 92.0 90.1 85.4 95.4 89.0 90.4 4.1 4.7
1 96.8 93.0 99.0 93.5 99.1 96.3 3.0
K 6 XSMLA TR LB =N Ry R e 4 R
WINRE — BIEE (%) il #A RSD  #itli RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 95.1 98.5 93.9 96.9 95.7 96.0 1.8
2 I 1057  99.6 100.6 1127  113.9 106.5 6.2 6.8
1 1143 1039 1043 96.3 107.0 105.2 9.2
I 98.1 91.2 93.4 110.2 97.5 98.1 75
20 1 98.6 1061 1120 918 112.9 104.3 8.6 7.3
1 1008 955 101.1 95.8 923 97.1 3.9
I 99.5 89.9 107.1 1149 1077 103.8 9.2
100 1 899 1028  101.0 957 93.2 96.5 5.6 8.0
1 1050  110.3 89.1 1089  100.5 102.8 9.3
7 XGIRAERR R E AN [ AR e 4
BIWE . B (%) FHEleZE  #tpy RSD  #ki] RSD
(mg/kg) B 1 2 3 4 5 (%) (%) (%)
I 95.0 86.6 85.6 96.0 99.0 92.4 6.5
2 I 94.3 90.7 98.0 98.6 98.8 96.1 3.7 4.7
1 92.0 90.1 90.2 91.1 96.7 92.0 3.0
I 93.7 87.3 92.0 86.2 94.5 90.7 42
100 1 94.6 99.1 97.1 94.8 99.9 97.1 2.5 45
i 98.4 88.9 89.9 97.2 92.9 93.5 45
I 86.0 97.2 87.0 86.1 925 89.8 55
500 1 98.4 98.1 94.2 87.6 91.2 93.9 4.9 5.2
1 98.3 87.7 88.2 96.5 943 93.0 5.2
8 XGTIR A ARk b B 2 Vs o (el e 2 1k e 45 SR
BIWE . B (%) FHEYEE  #tA RSD  #it[E RSD
(mg/kg) WK 1 2 3 4 5 (%) (%) (%)
I 80.3 81.8 76.9 79.1 85.6 80.7 4.0
5 I 80.7 88.4 76.8 84.5 76.1 81.3 6.4 6.9
1 92.9 88.4 92.2 91.3 88.6 90.7 2.3
I 1052 1041 1047 1059  100.1 104.0 2.2
100 1 1020 893 103.7 1054 987 99.8 6.4 6.6
1 1069  86.5 94.4 91.4 96.5 95.1 8.0
1000 I 1032 1032 1041 1040  103.6 103.6 0.4 45
11 1039 922 1028  98.1 91.0 97.6 6.1




I 97.6 95.5 102.1 95.5 98.6 97.9 2.8

R 9 KPR e R R R TN R e A5 R

BRI E — EIRE (%) FHEWE  # RSD  #iklE RSD

(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 96.6 94.8 93.1 90.4 82.7 91.5 5.9

2 1 86.4 95.4 85.4 102.1 98.1 93.5 7.8 6.1
1 93.3 97.7 86.3 94.1 86.8 91.6 5.4
I 93.3 92.7 94.1 93.6 92.9 93.3 0.6

100 1 902 1048  93.1 107.8 89.1 97.0 8.9 6.7
11 1080 977 101.6 1039  103.8 103.0 3.6
I 1074 1014  101.0  101.8  101.0 102.5 2.7

500 Il 100.7 94.7 85.4 104.4 94.6 96.0 7.5 6.1
1 97.1 91.9 94.1 102.3 89.8 95.0 5.1

10 fEc ARl bt g Z AN R R R 25 R

WINRE — B (%) FHEYeE  #p RSD  #ikA] RSD

(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 90.4 91.8 90.3 1093 1015 96.7 8.8

10 I 944 1017 89.1 100.1 1032 97.7 6.0 73
I 103.6  93.8 96.2 1112 1065 102.3 7.1
I 1115 108.1 92 102.8 93.4 101.6 8.5

100 I 93.9  112.1 91.8 103 108.1 101.8 8.6 6.8
I 101 100.9 98.5 1082 1003 101.8 3.7
I 92.8 90.8 90.3 1082 1019 96.8 8.2

300 1 1098 967 103.1 90 90.9 98.1 8.5 6.9
11 95.4 99.2 94.5 1022 1065 99.6 5.0

11 R IR TR R T8 0 0 RIS 56 25 R
BIwE . B (%) FHEYE  #tA RSD  fit[E RSD

(mg/kg) WK 1 2 3 4 5 (%) (%) (%)
I 85.1 82.5 81.2 80.7 83.4 82.6 2.1

5 I 86.7 84.6 93.5 87.7 89.0 88.3 3.8 45
I 90.4 89.9 88.5 923 85.4 89.3 2.9
I 92.6 93.0 91.6 92.7 95.6 93.1 1.6

100 I 98,5  111.1  100.1 1082 96.9 103.0 6.1 6.9
I 1104 1049 1083  100.6 97.3 104.3 5.2
I 101.1 1046 1045 1048 1042 103.8 1.5

1000 I 99.7 99.3 96.1 94.7 104.0 98.8 3.7 4.1

11 109.0 104.8 106.8 96.9 100.1 103.5 4.8




R 12 YIS G~ SR ST L8 2 AR 6 4

IR — HRE (%) FHEE  #itp]y RSD  #k[A] RSD

(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 1013 102.1 1085 1012  102.8 103.2 3.0

5 I 1089 1028  101.0  97.1 107.8 103.5 4.7 48
it 1014 90.5 96.9 96.2 101.9 97.4 47
I 1055 1068 1048 1082  99.2 104.9 33

100 I 1040 1041 1063  111.1  105.1 106.1 2.8 39
it 103.1 1070 94.1 101.1 1019 101.4 4.6
I 96.3 97.5 97.2 94.1 94.6 95.9 1.6

1000 I 975 102.1 1008 1104  105.6 103.3 48 53
it 1087 1040  102.1 966 108.1 103.9 47

13 AAESHIR RS 2F AT IR R b LB 2N i sl ie 45 2R

BINIRE — B (%) FHEE  #t RSD  #HE[A] RSD

(mg/kg) 2 3 4 5 (%) (%) (%)
I 90.8 92.4 90.3 93.5 89.1 91.2 1.9

5 I 89.4 96.8 91.1 92.0 93.2 92.5 3.0 3.0
I 85.0 91.8 94.9 89.2 92.4 90.7 4.1
I 84.1 95.6 83.1 93.5 93.9 90.1 6.6

100 I 95.1 1064 1073 97.7 107.3 102.8 5.7 8.7
I 1008 86.1 104.1 94.9 86.2 94.4 8.7
I 88.1 95.2 94.6 90.6 97.5 93.2 4.1

1000 I 102.6  106.0  101.0 98.4 89.7 99.5 6.2 6.5
I 103.8 1054 1057 1002  109.1 104.8 3.1

MEFTLUEH, A5 3AES ARSI 2 mg/kg~ 1000 mg/kg ) 5 2,
BIACE AN 76.1%~114.9%, LN HEEAEX bR R Z 1/ NF 9.3%. T BHZ 7155
AR ERLRE S AN [ & 8 R B e Y B e R . (i B L 7~F 29,
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B 29, BRAEASHIFR O REZEFAF B+ BRI R 2 LR I i 8 (5 mg/kg)
2.2.2 GHEBIE-BERIEERIE KRR
2.2.2.1 ARG R HRTHE

R T L8 55 28 IR B 1 AR SR B, H ARG S TR OIRAS T s, R,
VBN AH B RN SEAN LA ) AR & P ) Ok B I TR R T, 3 2 50 31 H ARk
GV THRCE, NI m REE . ARSER %S T ONE-K. FEE-K. &
i5-0.1% IR /K . FIE-0.1% F R /K SEAE s, K ILLL L 5-0.1% F R 7K i 51
FARE, WANE T, WA, HOEEE ZE-0.1% R ERKVE AR EIA .. B E A
L

BilFE: C18 iff:, K 100 mm, W4 2.1 mm, Kife 1.7 um;

FER: 35 °C;



R 2 uL;

JiE: 0.3 mL/min;

MahtH: A: CFf; B: 0.1%WRVE, BEEVERIEF WK 14.
R4 BREET AR P

i} 8] (min) A (%) B HH(%)
0 10 90
1.0 10 90
3.0 40 60
4.0 40 60
4.1 10 90
5.5 10 90

2.2.2.2 BB LG K 4RIHE

TEHRERMEZMTNRE, T, ARI7EMH Waters ACQUITY
UPLC-Xevo TQ-S i AH (it - 5 BE i 4%, BSI+E TR GEAT b DL ANE-0.1%
RO ANAE, 18 ESIH+E T RT3 . S, BA Rt &1
LU

7R Z NN (MRM) ;

EHEHEE: 1.0kV;

BRI EE: 150 °C

FALiRE: 500 C;

HEFLAUHE: 50 Lih;

FASIE: 1000 Lih;

Z WS (MRMD 85755, HEFL H R Al g L3R 15

RIS EME. EEETIHESL B R AR R

M) 4 FR eI B % m/z HEFLHE V it = eV
461.2 >426.1? 18
+ER 38
461.2 >337.0 26
a NEEE T

2.2.2.3 BIALIE R HAYIREE
22231 Be AR Wga iRl AR LA 78 k)



FoERE WAk, AR RR IR 1 FF B SR, SEBOR T A AR I
I HoE JE 2k LUK FRE, AT RABR 258070 BRVEYEZR BT, 190 ROR AT DL 2 Ao I 75
2.2.2.3.2 USRI TIUE & RDRHRT R & B b R HS I )

HH TV 50 S50 & AR ATV & LG RHAS IR SR B0 & R E AR 3R
7 F g i RORE FEE PR ok 25 it R PR 2% 0, OREL €00 - 0 TR 052 B A X A ot A AR o
1731k, BEEEE T C18. PEP-2. HLB Al Plexa B AHZEEUA:, Z5 W% 16, WJ
W, HLB [F]AH 2 BORE 0] - 55 2R 0 49 A0 R R BT Wi 32 1y ] DLBLAF 036 2 0 220K
M T2k M HLB [ A B $AL, Pl T 2T RT, 30% HIE Tml i ieid i ik
W, WJEE EVLNE . BT RRIBEIRIR A NIRRT FER R ImL, 2P R ENL
RRER 0% 4, ot 3 MU R RICEREA ARRE . Bk, &
1873 57 Q25 B TR v s 2 1 g | P 1 L S 3 R R s

16 AN [F] [f] A AU 1 [ 1028 1R 5 (n=3)

[P FH AR HUAE Ml (%)
C18 93.8
PEP-2 71.0
HLB 95.1
Plexa 84.5

AARIG > W FE G T 20% I 30% I 50% FIE . 80% I I Vi WA i
B, AR R LERAMPEAHEZES . (HEE ARG S, 5RE PR
YRR 2 . LRE 25 R R 20% H REAE S 2 SV
2.2.2.3.3 FAbHEP IR

(D BCATERL AR R LR 706}

PEROL B ENRAR %, BEBREGK 02 mL, AU 0.8 mL /K, J@iEiR2], 10
000 r/min 0> 5 min, U EIEBOSFLIERE, AL - 2R PR SO s
(2) TRANFAITIR & P RLRTR £ B Al b i 77

PEBCL R RIAR 7

HLB [E A 2B O T EE . 7K. Mecllvaine-Na,EDTA 22 R 2270 %% 3 mL
WAL, MERRREELA W 1 mL i ke, 7K 3 mL. 10% FF VAT 3 mL AR UKbkEE, T



FIHRE 3 mL Jefid, WREEBERLR, T 40°C RESWRT . HERIINA 20% F BEE R 1
mL BN, IR EEALIEOEIE, AL (- R I A € .
2.2.2.4 EFRYNER

SR P4 72 13 5 o DU P 4 V8 V5 A0 7 T A s VA VP 1) 443 P o v ot 2k ) 1
RFAT LERUN T, RVPAN S RN R 3R S8, FE 0 RS T 0.85 F 1.15 2 B] 3%
WITC I B B AkR, KT 1,15 2R, /N T 0.85 L m ] . EHXA E A
TARL ) L T A M AT 5, SER LK 17, WRPTLLE W, 55N A
0.33~2.03, LN B3, PRARAER A 2L ot UL e br Ak il e HEAT AR AE

1T A [EERDRE ) R 5T 4R

&9 B RN

AR 1.32

TEIRAERL 2.03

PR A AR 1.05

ASHC SR 2.02

R AR 0.90

AT A R 1.23

R 78R 1.10

i A AR 1.03

T O R TR & 1R 0.33
FEVIARILY) G A SR [E A SR DD 1.73
TRAE SR ORS B2 A T B+ R 197 B 1.06

2225 FTEFER
(1) %M

FoE ik, WA AR RS RN 7E 8

B (e, ACERAS 23 AR RO, HERA RS BUbRAE 2R 51 AR 50 n L,
s BB USRI MBE R ImL, H4FIKIE 789 1 ng/mL. 2 ng/mL. 5 ng/mL.
10 ng/mL. 50 ng/mL F1 100 ng/mL 3% 5T UL AC AR #E R P IE TR -

IS IR TR 5 AR R AT JR S B RLES 07t -

B (e, A B R ZRT, R EUR SIASEIE I ImL VAR R Y,
H A E 537N 1 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL. 50 ng/mL 1 100 ng/mL



Fit 2 it UL FE s v 2R BV R

AE %5 3R B DL RO b v P AR B R A b, (il T RO AR AR, 2 il A
HEHIZE, ARt 2 A e R AR G R B AR 180 MARAF AT LA, AaifE i 26

AR R R BIIAMET 0.99,

K 18, %5 3R AL ot UL e b v phh 2 28 11 77 RE AT AT 5K 22 4k

R ALl oo R R
FET ARl Y=17715.9 X -5520.53 0.9931
TR ARk Y=46506.1 X+ 4621.43 0.9986
Y TR A Rk Y=28621.9 X +3095.16 0.9993
YA ARl Y=47176.4 X -9026.3 0.9993
IR AR Y=19571.7 X+ 261.005 0.9970
X TR A TR Y=33684.7 X -317.993 0.9961
FERLEN 78 k) Y=16937.6 X -24.4921 0.9999
A lC A k) Y=11472.6 X + 1705.09 0.9998
TR TG R TR & k) Y=7372.33 X -558.402 0.9992
VI Gl A AR
Y=38528.5 X +5027.4 0.9957
[E AR HEE )
AESHIF (ME 2R
It Y=123623.5 X + 733.837 0.9990
A A BB 2 R
E =
_ 3 -4
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ARSI Rl B2 AT B IR VB B2 )
K 30 %5 2338 5T UL T b v i 28

(2) FENREE

ARTT R PR k- R B A 52 T 2 AR AR R R P BRAL B S, &
R TEAHRI R AR ], 25 R BTl L B R T

RHBE (LOD) : #RIEER, WG &E L& X TS atieid, $FRE
JEMIE, RIEEMELL SINZ=3, #ig HArH R, WG SRRy, LR REmE
K HUBR A 0.02 mg/kg.

EEMR (LOQ) : MRIEZER, WRING & 5 F AR T2 AR, $2EL
JEME, RIS SIN=10 (3% PtP 8D Hs il il ss o [l fie 2 . ka4t A
RSD i /R B3R, Mg HEEMR. Wi LY, LHERAEME 1 EERN 0.05
mg/kg.



(3) FENEMWMEMBEEEZR (LC-MS)

KRR INEH 52 7 LB RIER A TR IRAEWR . FUR A R R R
A TR AN SO . S IR RRAE T, e A ISEC A TR 0.05
mg/kg. 20 mg/kg. 100 mg/kg, MECEIAELH 0.05 mg/kg. 100 mg/kg. 300 mg/kg,
WL DR AR BN 7881 0.05 mg/kg 100 mg/kg 500 mg/kg, ARANF TR & kL
FEA BUAAREFR A A I BE 9 0.05 mg/kg. 100 mg/kg. 1000 mg/kg, % ¥ FE iE4T
SAFERCFAT IR, B 3R, RALK . RS RE R E, TR LK 19~
% 29.

19 A AR g R TR R A5

WINRE . B (%) FHEYeE  #p RSD  #ikA] RSD
(mg/kg) e hik 1 2 3 4 5 (%) (%) (%)
I 90.2 93.4 96.8 1025 1035 97.3 5.9
0.05 1 98.0 89.3 89.4 96.4 86.4 91.9 55 59
1 90.4 88.2 87.3 99.6 94.2 91.9 55
I 86.5 85.3 91.4 86.1 95.5 89.0 4.9
20 1 91.5 93.2 85.6 93.2 78.1 88.3 7.4 4.9
1 91.7 86.9 87.0 91.4 89.1 89.2 2.6
I 95.8 93.5 79.2 89.1 86.6 88.8 73
100 1 86.5 85.0 89.5 88.5 95.1 88.9 4.4 4.8
1 89.8 89.6 94.4 91.4 91.5 91.3 2.1

R 20 FEIRAETARL b R FA N RICR R 25 R

BIwE . EWE (%) FIEWE  #R RSD  #it[E RSD
(mg/kg) WK 1 2 3 4 5 (%) (%) (%)
I 75.3 71.2 72.1 70.8 70.9 72.1 2.6
0.05 I 83.2 79.5 85.0 74.3 75.0 79.4 6.0 6.8
I 85.0 78.9 83.5 74.5 74.3 79.2 6.3
1 85.6 85.2 93.2 76.3 76.8 83.4 8.4
100 I 84.7 86.8 77.7 88.0 78.6 83.2 5.7 6.3
I 89.0 92.4 83.0 87.6 84.2 87.2 43
1 78.8 89.2 77.9 84.4 84.6 83.0 5.6
500 I 83.2 86.3 79.1 78.1 79.2 81.2 43 4.8
I 88.2 78.0 84.9 79.3 80.2 82.1 5.2

21 MR AR g R T I R e A5 R

7 } 2 (% > 3 RSD RSD
IR E — BRE (%) FERE  #HA EiA ]
(mg/kg) 1 2 3 4 5 (%) (%) (%)

0.05 I 84.6 79.2 71.7 75.1 71.5 77.6 6.2 5.6



I 73.7 74.7 76.1 74.4 83.1 76.4 5.0
i 72.0 76.1 83.4 75.8 83.6 78.2 6.5
1 77.9 90.9 87.2 76.3 78.7 82.2 7.8
100 I 84.1 84.0 77.4 77.1 86.9 81.9 5.4 6.3
I 87.6 77.5 79.3 81.6 91.1 83.4 6.9
I 84.5 84.3 91.0 86.5 86.3 86.5 3.1
1000 11 97.5 85.4 89.0 88.9 80.4 88.2 7.1 6.5
1 76.1 86.8 79.7 90.7 77.8 82.2 7.6
22 AR ERR P R B RS N R ARG 25 R
TNV — EE (%) FIEWE  #R RSD  #it[E RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 96.8 86.5 103.3 99.2 104.1 98.0 7.2
0.05 I 98.3 101.5 98.5 91.4 91.9 96.3 4.6 6.4
I 88.6 99.1 85.4 88.7 98.2 92.0 6.8
I 89.6 108.5 106.8 106.7 98.1 101.9 7.9
20 I 100.5 96.2 106.3 96.9 87.5 97.5 7.0 10.9
i 85.6 85.9 77.6 83.5 82.0 82.9 4.1
1 102.9 98.4 96.0 90.9 102.3 98.1 5.0
100 I 107.0 92.1 87.0 92.7 94.6 94.7 7.9 6.7
I 107.2 89.6 101.3 102.1 105.3 101.1 6.8
# 23 AGHGiRRL R R F IS I R R G 45
WINRE . B (%) FHEYeE  #p RSD  #ikA] RSD
(mg/kg) e hik 1 2 3 4 5 (%) (%) (%)
1 92.9 86.4 80.7 75.9 74.3 82.0 9.4
0.05 I 95.4 80.1 84.6 96.4 97.5 90.8 8.7 8.6
1 80.8 93.2 84.1 85.2 85.2 85.7 53
I 93.6 103.9 101.8 91.9 99.1 98.1 5.3
100 II 95.3 88.9 104.3 98.6 101.8 97.8 6.1 5.0
1 95.5 89.5 93.6 97.1 96.7 94.5 33
1 89.8 79.2 86.4 95.4 79.6 86.1 8.0
500 II 79.0 87.6 97.4 79.3 91.8 87.0 9.2 7.1
i 92.4 94.1 90.6 92.7 90.6 92.1 1.6
F 24 XSTR G RENR T 8 RN ER e 25 R
WINRE . B (%) FElE  #A RSD  #itA RSD
(mg/kg) Bz 1 2 3 4 5 (%) (%) (%)
1 90.4 84.6 79.0 71.7 80.0 81.1 8.6
0.05 I 88.4 81.9 85.6 80.0 79.1 83.0 4.7 5.7
i 85.7 82.4 79.4 83.3 87.3 83.6 3.7




I 86.6 91.9 87.4 101.1 102.4 93.9 8.0

100 I 104.0 89.3 104.5 98.3 105.4 100.3 6.7 9.5
I 79.3 94.0 88.7 87.8 79.3 85.8 7.5
1 96.3 81.6 94.5 88.5 86.8 89.5 6.7

1000 I 92.5 92.6 94.7 92.5 85.8 91.6 3.7 6.1
I 81.2 97.6 81.2 89.3 93.5 88.6 8.3

25 K REh 7Rk b B 2 RIS e 4

BInWRE . § B (%) FHEWcE  #LA RSD  #iElE] RSD
(mg/kg) Bz 1 2 3 4 5 (%) (%) (%)
I 779 807 82.8 80.6 83.6 81.1 27
0.05 11 834 923 90.9 83.3 94.1 88.8 5.7 7.0
il 783 95.1 93.4 82.4 82.4 86.3 8.6
I 829  89.0 78.4 87.6 90.9 85.8 5.9
100 1l 788  76.1 88.4 90.7 823 83.3 74 5.7
il 818 86.0 83.2 91.3 86.7 85.8 43
I 1008 920 92.4 925 1072 97.0 7.0
500 11 96.6  97.7 88.9 92.4 94.4 94.0 3.7 46
i} 950  96.0 94.3 93.0 96.7 95.0 1.5

26 Ao Rk L& RIS N Al e 5

BIwE . EWE (%) FIEWE  #PR RSD  #it[E RSD
(mg/kg) WK 1 2 3 4 5 (%) (%) (%)
I 88.2 84.6 93.9 83.5 95.7 89.2 6.1
0.05 I 97.0 86.5 87.3 93.1 95.5 91.9 5.2 6.4
I 80.9 80.1 86.1 87.8 96.1 86.2 7.5
1 83.4 88.9 84.0 93.0 97.9 89.4 6.9
100 I 87.2 90.4 88.9 92.6 95.2 90.9 35 5.2
I 87.6 85.6 98.5 90.4 94.7 91.4 5.7
1 92.4 82.2 97.7 87.2 79.5 87.8 8.4
300 I 78.4 86.8 97.6 83.2 91.0 87.4 8.4 6.5
I 85.9 89.4 87.5 84.9 88.6 87.3 2.1

27 R ITTE URE LRI N R e A5 R

WINRE . M (%) SEHEE #A RSD  #itA RSD
WERLIR
(mg/kg) 1 2 3 4 5 (%) (%) (%)
1 84.6 85.0 70.7 78.8 70.5 77.9 9.1
0.05 I 85.0 77.9 83.1 87.6 92.5 85.2 6.3 9.2
1 98.2 81.9 92.4 87.2 78.1 87.6 9.2
1 88.9 83.4 90.9 83.4 95.2 88.4 5.7
100 6.7

I 91.5 973 953 81.1 94.1 91.9 6.9



I 79.9 94.3 81.0 89.0 92.2 87.3 7.5
I 88.1 86.8 83.9 80.2 84.2 84.6 3.6

1000 I 86.0 92.1 86.1 87.2 86.8 87.6 2.9 4.7
I 84.0 79.8 76.7 82.5 80.2 80.6 3.5

R 28 M) Gl A SRRE ARSI L5 Z AN [l eR e 25 2R

TRINVRE — EWE (%) FIEWE  #R RSD  #it[E RSD
(mg/kg) 2 3 4 5 (%) (%) (%)
I 97.7 97.5 100.0 101.6 107.3 100.8 4.0
0.05 I 97.1 97.6 93.4 96.5 85.6 94.0 5.3 4.7
I 101.5 98.4 98.5 96.5 98.3 98.6 1.8
I 94.4 94.4 97.3 97.2 103.7 97.4 3.9
100 I 88.3 84.6 96.7 95.4 90.0 91.0 5.5 5.9
i 99.1 92.8 98.7 107.1 98.0 99.1 5.2
1 98.6 97.1 81.3 96.0 98.4 94.3 7.8
1000 I 97.0 93.8 85.0 94.4 92.3 92.5 4.9 5.8
I 91.8 98.2 98.3 97.0 86.4 94.3 5.5

29 MARSHIR ORGP AT IR R b H B 2N i e 45 R

TN — EE (%) FIEWE  fit RSD  #it[E] RSD
(mg/kg) 2 3 4 5 (%) (%) (%)
I 97.8 86.8 96.1 93.8 93.1 93.5 4.5
0.05 II 90.6 98.5 94.8 103.5 96.4 96.8 4.9 4.1
11 98.1 96.5 98.7 97.9 99.1 98.1 1.0
I 95.4 96.2 105.6 95.4 105.7 99.7 5.5
100 I 102.3 98.3 93.6 99.7 101.0 99.0 34 4.2
I 92.7 101.8 98.8 95.4 101.9 98.1 4.1
1 97.2 89.8 98.9 91.4 87.7 93.0 5.2
1000 II 87.0 95.8 100.3 92.0 101.9 95.4 6.4 5.6
11 101.2 98.9 90.2 102.1 92.8 97.0 5.4

MEHRT LR W, AT7EAES BB AN 0.05 mg/kg~ 1000 mg/kg %
2, RN 70.5%~108.5%, HEA . Hb B GBS AE R 22 207N F 10.9%. 158 B Z%
TPEXEASFVERHEE S b, SRS 2 0 8 = A B R S . AR ARG

7 A FESINRE SRR S 5 i LR 31~ 53,



OTC-20240813-06 MRM of 2 Channels ES+

297 461.182 > 426.062 (Terramycin}
1005 37026
-
0 T T T T T T T T T T T T T T T T T i T
150 2 00 2 50 300 350 4.00 450 500 550
OTC-20240813-06 WMRM of 2 Channels ES+
297 461.182 = 337.04 (Terramycin)
100 5.73e5
Eg_
0 T T T T T T T T T T T T T T T T T T T Time
150 2 00 2 50 300 350 4.00 450 500 550
== — Ve NPTy A NETR >
Kl 31 -8 AR RRE 2 i & (10 ng/mL)
ZPH-BIC MRM of 3 Channels ES+
204 461.182 > 426.062 (Terramycin)
169 1.30e4
™
1437 i
1.97
e aar 563,671 550
e A . .14\ Sl A
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
ZPH-B MRM of 3 Channels ES+
1.22 461.182 » 337.04 (Terramycin)
1004 7.08e3
] 4.85
376 412 459 47890 49
0 T T T T T T T T T T T T T Time
1.50 200 2.50 3.00 3.50 4.00 450 5.00 550
A= N 7L BT >ty
K 32 B & TR ERHAIE B 1 (i ]
ZPH-LOG-1 MRM of 3 Channels ES+
293 461182 > 426 062 (Terramycin)
100+ 5.13e5
m =y
0 T T T i T T T T T 1 T T T T T T
1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 5.50
ZPH-LOG-1 MRM of 3 Channels ES+
293 461.182 » 337.04 (Terramycin)
1004 §.64e4
=4
l'05,1.21
0- Time

1.50 2.00 2350 3.00 3.50 4.00 4.50 5.00 5.50

33SHBCA VRN I 8 SRR B T (i & (0.05 mg/kg)



ZNS-BK MRM of 3 Channels ES+

103 461182 » 426 062 (Terramycin)
100 1.13e4
LB
AT
737 385305414
5 < 4.9
\ 4504724 76 533542 580593
0 T T T T T T T T T T T T T T T
1.50 2.00 2.50 3.00 3.50 4.00 4.50 500 5.50
ZNS-BK MRM of 3 Channels ES+
R, ) 7.1 2:79 461.182 = 337.04 (Terramycin)
1007 8.00e3
4.88.4.97
4104020 471,
<] 503
511
527 589590
*-~------rmm---rrre-ee-er—r-reeereee- e e Jime
2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
N = DN s 7L BT >ty
B 34 84 TRDRE S L RFAE B8 T € 1A
ZNS-LOQ-1 MRM of 3 Channels ES+
293 461.182 > 426.062 (Terramycin}
100 6.17e5
u =
U 1 T T T T T T T T T T T T
1.50 200 2.50 3.00 3.50 4.00 4.50 5.00 5.50
ZNS-LOQ-1 MRM of 3 Channels ES+
293 461.182 » 337.04 (Terramycin)
100 1.04e5
g_
1.04
2.78 495
0 T T T T T T T T T T T T T Time
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

Kl 35 8k da Al el B I LB RFHE S T O (0.05 mg/ke)

OTC-20240718-22 MRM of 2 Channels ES+
207 461.182 > 426.062 (Terramycin)
100 377e4

3.19
2326 4.11.4.18 4. 50
b

% 84/4_ 92

150 200 250 300 350 400 450 500 550
OTC-20240718-22 MRM of 2 Channels ES+
280 461.182 > 337.04 (Terramycin)
100 1.64e4

4.54 4.965.08
108 135 26 425 5

SUUATTT 232 ~5.25 551 693

AR RSO SRR R TR L G R (O R SR S 2 L B Ty A R B G SR A A R RRAE RSB SR 2 R i e B Time
1

.90 2.00 2.50 3.00 3.50 4.00 4.30 5.00 5.50

K 364 TR & Rk 2% R B8 5 i 14



OTC-2¢240718-32

MRM of 2 Channels ES+

2497 461.182 > 426 062 (Terramycin)
100, 9.95e5
|-
C T T i ) T ) T T T T T T T T T ) T T T
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
OTC-2p240718-32 MRM of 2 Channels ES+
297 461.182 = 337.04 (Terramycin)
100, 1.47e5
=]
2.81
L e e e e R B s L e R e e e ke s e s N U115
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

K 37 5% i

REFRE AN L& 2R T g & (0.05 mg/kg)

JPH-BLK MRM of 3 Channels ES+
3.04. 3.19 461.182 > 426 062 (Terramycin)
1004 0 4.06e3
297 2
< 3.34
L - 3.99
A o5 5.795.82
4 75193
4.93 g 35640 5
0 T T T T T T T T T T T T T T T T
1.50 2.00 2.50 3.00 3.50 4.00 450 500 550
JPH-BLK MRM of 3 Channels ES+
4.88.461.182 = 337 .04 (Terramycin)
100 6.10e3
=+
5.90.5.96
e e Time
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
IR D PaY = NN £ /T BT iz [
38 AGHC & Tk R R B T (i
JPH-LOQ-1 MRM of 3 Channels ES+
293 461.182 > 426.062 (Terramycin)
1004 7 .96e5
LB
U T T i T T T 1 T 1 T T T 1 i T
1.50 200 2.50 3.00 3.50 4.00 4.50 5.00 5.50
JPH-LOQ-1 MRM of 3 Channels ES+
293 461.182 > 337.04 (Terramycin)
100+ 1.45¢5
$—
1.03
0 T T T T T T T T T T T T T T f T Time
1.50 200 250 3.00 3.50 4.00 4.50 5.00 5.50

Kl 39 38 ML AR BN LB RS T Ak E (0.05 mg/kg)



OTC-INS-09 MRM of 2 Channels ES+
297 461 182 > 426 062 (Terramycin)
e 268e4

3215 55

018426 43 g

509
s 5.65

0 T T T T T T T 1 T T T T T 1 T 1 T T T
150 200 250 300 350 400 450 500 550
OTC-JNS-09 MRM of 2 Channels ES+
i 282 461,182 > 33704 (Terramycin)

33e4d

273
148 185 202 288

4.05
3.90 3

104 483 493531
y

2
5.46 570 585

-+ e Time
150 200 250 3.00 350 400 450 500
K7 o F= 0] 2 A4 4T BT i &
403G A A kL I RHIE B 1 (1
OTC-INS-18 MRM of 2 Channels ES+
297 461.182 » 426.062 (Terramycin)
100 6.56e5
L -
0 LA A PR R B FLEUE R R R EEER) B AL A P R RS R [ SRR SRR E AR B A RELS R
1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 550
OTC-JNS-18 MRM of 2 Channels ES+
297 461.182 = 337.04 (Terramycin)
100+ 9.74ed
=]
280
e L L L S L L e R L e S s A B e mane padns nan sl 01

1.50 2.00 2.50 3.00 3.50 4.00 450 5.00 5.50

41 MR AR RN NI LB R RS B (0.05 mg/kg)

OTC-20240718-43 MRM of 2 Channels ES+
297 461.182 » 426.062 (Terramycin)
1004 3.84e4
|-
L B B o L e L e s o s o L L L e
1.50 2.00 2.50 3.00 3.50 4.00 450 5.00 5.50
OTC-20240718-43 MRM of 2 Channels ES+
280 461.182 > 337.04 (Terramycin)
100+ 1.45e4
276 2.96
2
g_
322595 388
1,07 =08
i 148 200.2.1250. 539 575584
0 L L N L B B L o B B S B s e n s pan s ke s nn 1111

1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

P 42 XS TR A R A R B8 i 14



OTC-20240718-54 MRM of 2 Channels ES+

296 461 182 » 426 062 (Terramycin)

00y 1.14e6
B

C T T T T T T T T 1 T T T T T T T T T T
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

OTC-20240718-54 MRM of 2 Channels ES+

297 461.182 > 337.04 (Terramycin)

100, 1.71€5
%—

2.80
L e M L R e R L R e e neana ke s nan e N1 1S

1.50 2.00 250 3.00 3.50 4.00 450 5.00 5.590

K 43 XS TR & ARk B in 8 2 RHME B FEaE i (0.05 mg/kg)

JBL-BK MRM of 3 Channels ES+
100103 461.182 » 426 062 (Terramycin)
3.14e4
]
0 T T T T T T T T T T T T T T T T T T
1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 550
JBL-BK MRM of 3 Channels ES+
1.03 461.182 » 337.04 (Terramycin)
1009 2 85,2_85 1.10e4
4.90
464.4.86.y 494
pr=2
555 562 ;.95
-ttt e e e Time
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
NERND | s Vanksia A
Kl 44 k5 RN 78 8L ERFIE B 1 (3 K]
JBL-LOQ-1 MRM of 3 Channels ES+
293 461 182 > 426 062 (Terramycin)
100 3.81e5
L=
1.03
2.36
D T 1 1 T 1 T 1 T T T 1 T 1 T 1 T 1 T
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
JBL-LOG-1 MRM of 3 Channels ES+
2.94 461.182 > 337.04 (Terramycin)
1004 6.64ed
g,
336342389403, 51 445 489495
0 T T T T T T T T T T T T T T T T T T Time

45 FRh TR BN R B R AL T (g 1 (0.05 mg/kg)



YPH-BK MRM of 3 Channels ES+

293 461.182 » 426.062 (Terramycin)

1004 3.79e4
LB

3.51.360 408.416 457
0 i T T T T T T T T T T T 1 T i T 1
1.50 200 2.50 3.00 3.50 4.00 4.50 5.00 9.50

YPH-BK MRM of 3 Channels ES+

294 461.182 > 337.04 (Terramycin)

o 1.10ed

B 46.# l0 & TDRL A R B 3 14

YPH-Dga-1 MRM of 3 Channels ES+

293 461.182 > 426.062 (Terramycin)

1001 3505
[ S

1.03
0 T T T T T T T T T T T T T
150 2.00 2 50 3.00 3.50 400 450 5.00 550

YPH-LDQ-1 MRM of 3 Channels ES+

293 461.182 = 337.04 (Terramycin)

100+ 6 41ed
g_

432 464 494
0 T T T T T T T T T T T T T Time

47 M AR BN B R R EE T i & (0.05 mg/kg)

OTC-20240813-11 MRM of 2 Channels ES+
100- 41 430 461.182 > 426.062 (TerramyEm)
2z 2.15e4
4.03.. -4.48
468
L -
104 1.61 278
2 199204 250 540 589593
O T T T T T T T T T T T T
2.00 250 3.00 3.50 4.00 4.50 5.00
OTC-20240813-11 MRM of 2 Channels ES+
277 461.182 > 337.04 (Terramycin)
100+ 3.06ed
g_
C T T T T T 1 T T T T T 1 T Tlrﬂ’e

1 T T T T T
1.60 2.00 250 3.00 3.50 4.00 450 5.00 5.50

48 frEE O ER TR & TRk 2 R 2 1 i &



OTC-20240813-20 MRM of 2 Channels ES+

2.96 461.1682 = 426.062 (Terramycin)
1607 2 4365
A
3:20 4.62
G T T T T T T T T T ) T T T i T ) T T T
1.50 2.00 2.50 3.00 3.50 4.00 4.80 5.00 5.50
OTC-20240813-20 MRM of 2 Channels ES+
280 296 461.182 > 337.04 (Terramycin)
100 5 421e4
g_
2.32
3.21 464
0 T T T T T T T T T T ) T ) T T”ﬂe

T T T T 1
1.80 2.00 250 3.00 3.60 4.00 4.50 5.00 5.50

K 49. B TR TR & RS BRI EH RIS B K (0.05 mg/kg)

OTC-20240813-02 MRM of 2 Channels ES+
449 461 182 > 426 D62 (Terramycin)
1001 1,03 4455 by

4 63

410
e B

345
142 99345
2155179 282322~

o T T T T T T T T T T T T T T T T
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
OTC-20240813-02 MRM of 2 Channels ES+
4.59. 461.182 > 337.04 (Terramycin)
199 3.38e3
275 5,025'07 5.37_5.45 5.80
b 252 N i

598

T T T T T T T T T T T T Time:

150 | 200 | 250 | 300 | 350 400 | 450 @ 500 @ 550

B S0 AE BRI (il SRR A SEIC)) 2 FURF AR RS 1 il ]

OTC-20240813-03 MRM of 2 Channels ES+
296 461.182 > 426.062 (Terramycin)
0] 3.76e5
s
4.51
o T T T T T T T T T T T T T T T T T T
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
OTC-20240813-03 MRM of 2 Channels ES+
297 461.182 = 337 .04 (Terramycin)
1007 5.35e4
=
o T T T T T T T T T T T T T T T T T T Time
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Kl STAEYIRIY) Gl A SR BRI & B8 RAEE ik & (0.05
mg/kg)



OTC-WST-01 MRM of 2 Channels ES+
297 461.182 » 426.062 (Terramycin)
1004 3.93e4

4.034.07.4.16 %51 479
G-

1 1 1 1 1 1 1
150 200 250 300 350 400 450 500 550
OTC-WST-01 MRM of 2 Channels ES+
278 .06 461.182 > 337.04 (Terramycin)
100 1.46e4

‘- Time
1.50 2.00 250 3.00 3.90 4.00 4.50 5.00 5.590

B 52 P AE A R RSS2 AT IR+ RIS IR B ) 28 VR B 1 (3 &

OTCWET-10 MRM of 2 Channels ES+
2.96 461.182 > 426.062 (Terramycin)
100 8.61e5
. =
L L B L B B L e L L L B S L LSS LA s
150 200 250 300 350 400 450 500 550
OTC-WST-10 MRM of 2 Channels ES+
2.97 461.182 > 337.04 (Terramycin)
100 1.45€5
g_
107
1 278\ 395 .
0 R L R B L L L s s ey e R e R s ey e aa nan sy n s ke n sl H1111=]

1.50 200 250 3.00 3.50 4.00 4.50 5.00 5.50
B 53 AEAS BT Rl 2R AT IR I B S BN B R EE T i B
(0.05 mg/kg)

223 MEREIREMER

SR FH 15 BCHUAR €% - 28 AMS I A T R MRS 38, IRI S AR R

%k Waters XBridge Cistt : fuil#s: SRAMEMIES ; AWK 350 nm ;
HEREE: 20 uL; RBIAH: 24F5-0.01 moVL=% L (10+90) , ZEEE¥ii. ¥+
BRI (1 mg/mL) K% Zbr v A TAE W (100 pg/mL) 55 5l 7 B 2 10
ng/mL EALIE . 8 R & WARE e B S4 R, L8 R bR e TAER AR e
Y EISS TR o DR FR AR - B 2 I A R RO NI H IR E N 100
ng/mLi) R RR A RO E NUE . BT EERGARE, Wik, frdfEL
VERIR FE MK T 100 pg/mL PA R I 2 BURE -
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54 L& bREN &R 2 (1 mg/mL)
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BF /K
Kl 55 %5 FbnidE A TAE R € (100 pg/mL)

22.4 FRERBULEA
2.2.4.1 WM EERRIE
(1) WA 32

HCE iRl R TR FORS R R FEORE A BRI R B S BORE b o i R B R I A OK
Wik, RN TR A P kLA IR A B4R R N7 AT Mellvaine-Na,EDTA 2 i 42 HY
FER IR ER, S B AONE, SRE R
(2) JBOAH EE % - ER TR 1 vk

oA iRk R TR SRS R D Fe Rk FH R R R R SR BOORE S rp 1 R R IR K
MR o T 077 TR & TR LA R & B4 RS 077 Mcllvaine-Na,EDTA 2 i 52 i
B R R R, HLB REAAERE k. TR € 0t - B B B AR, 3 R DT T
Y IRIE E B o

2242 HEHELER



AR 55 ZAG I 75 V5 A [R1S Ik 52 4 ] Wi 2 Ji U 225K =B
1 v R AR 8 3 25 (B RYE FE BB TE Yo~ %6 2 [6],  Hb Pyt Ia) 28 55 R A AR
T %5 VUM R - R R B vk RS RV BB ARAE %o~ %62 IA],  ftb At R AR S AR AL
WANT % IATT 10K [BISCR I E 1E %~ % Z[H],

2.2.5 &5

ABRAE ST T AR B 2R i AORRE o 1 RN AR R - B B 5 1 58 TV
WHERILE T IE Ve IREGH AL 71 L S m RO AR (i 2. R S5, B
BT R . HER ARG 25 )
23 EITRI R AR ERISTEE

AEITFE S GB/T 22259-2008 1) b4 L3 30,



2% 30 51T F5 5 GB/T 22259-2008 i L

GB/T 22259-2008 BT R
S s i h% B
BT bR A BT bR
W E Tk, &
A7 R B E I B RO 6 I 5E R L EE IR FER Y (AR E
LB E W)
AXHAET AR T LB Z 65 RO ot
63 - B R R o
RXMERTREAR . R, FoAREs | 2oL X
ANAENET AR T LEZ L BHWER A KPR R AN R R A B R RR A R ﬂ%ﬁ;gmﬁﬁ
TS o 3 ) 5 7 0E EEWNE, i = &
| %[ KAREE A TRAAL. KEER. F |1 HE KX MR R T AR VRSB R R E&}ﬁmﬁ&%
WHFRA AR E LBEEHNE, BHRY BHEY | mgke, ZREN 2mghes FARRBEM | g2 T80 @
0.5 mg/kg, & R % 2mg/kg. BAR AR ERA R AR Ry 2 mgke, EERAS - &ﬁ;& t,ﬁl/]
mg/kg; AR BIR A 5.0 mgkg, EER A 10.0 Hjﬁﬁﬁﬂﬁ)\iﬂ‘ﬁ .
mgkg . K AE f W - B R E E LA MR A 0.02 °
mg/kg, & &[R4 0.05 mg/kg.
T 5 X o B & B 1A AR ] R T
HAATEE A H, LR E B BT A X,
HEEREMERE (TEEHEHAE) T B X A oty g 2038 1 P B AL SE M B B T R
BT IR T E T AR, KT, SR XUSTA D Ms%K. £, EEHEEIR X4, K&
. EANEL RN E T FRRETERR | 0 o, | BH RSB ASE AT A, FE B H05 A, S
%@%@a B R BR. LR TE B SR X ;%gf’ﬁ%%ﬁﬁ(@%%ﬁ%%&%)ﬁﬁ%ﬁi#o iﬁ;g&ﬁ%m

f, HJEIFRAEF T ATAE,

GB/T 6682 447 5 %o = Al K 4 A ik o 77
#(GB/T 6682- 1992, neq ISO 3696:1987)
GB/T 14699.1 188 K #£

GB/T 20195 zh 415 # 14 89 % %

GB/T 6682 747 5L 4o = Fl A HLAE Ao iR I 77 vk
GB/T 20195 zh#p i # A 8] &




— - PR~
/ / R R R RN AL ,,’]0” AE R
REFLIEZEBMERRERG, EAN B AR 8. IR 48 1R R BORE B A 8 R R BR AL BR 4R B
3 EE EREHEENREECERETHTLOERA |41 82 | HEFNLIEZHAAFGE, AATRAARFRES | EXT RE T EE
- ZARNE (RZREEZ RN E £, A48 K75 Am 7 I Mcllvaine-Na,EDTA %% i ik #2 BUBE & 2 iy | 72,
IMrETE LT BEEZNAE, +EF, BRAMEERALEZNE, IMFEEE.
W42k UL BA 41, BT R A B o AT
K HEMEA, B KK A GB/T/S682F — WRAEFAAE, EF SR
B AR 42.1 /&: GB/T 6682, —%.
4.1 B MF A, 422 HEE. B4,
42 # B W W (0.05mol/L) : Bl # B 423 HE FE. B0 mLiE % T 1000 mL ¥ & &
(4.1)4.5mL, % ## T 1000 mLk =B
43 g et 4, 424 50% F 8. HHSO0mLFE, mAZE100mL, &
4.4 BEBR — AN, o
4.5 B, 425 #HEE®R (1mol/L) : BHBEImL, inAHKE
4.6 BT Z o BUEER — 4.40(4.4)1 .2g. Z100mL, &4 .
7 K AE EAE 5 F B 21000 mL, | 8 B (4.5) 426 AAMHER (10mol/L) : HEAAH40 g,
4% A Ay | pH E £3.50, #4, Tk, 42 AN | I AEMHFFHBEE100mL, B4, FHRTAERILALD
" 47 L ERZER: GEN AT 97.0% s 4.2.7 Mcllvaine-Na2EDTA % Wi : 4 BBl — A A7 8L | il 77 %o

48 + BRATENL &R : BHBRBME ML E
B+ EZAFE S 20mg, BT 100 mL # & &
ERF, AEBRERGDBEREEE. B4,
HIRE 402 mg/mL, W& T4Chksd, &
B RELIANA .

49 +BEEATAEMA TIER: 4 B EHB R
Fr % 7 (4.8)0.05. 0.50, 2.50. 7.50.
125, 25mLF 100 mL # & Z &+, AKX
RAZZNE. GmERTI T LEZNME MK
EAB A 01, 1, 5, 15, 25, 50 ug/mL.
B2 A o

129g, +ZKBBRAZ4276g, — KL _BEEZBK=
#3722 g, MWMA900 mL& M, FHBRER (425 HEA
A B R (42.6) HpHE4L0+£0.5, v AH B E1000
mL, &4, B,

4.2.8 EDTA-CaC2-Z R # & il : B — M LR — 4
(C10H14N208Na2-2H20) 9.3 g, #n/AK500 mL, V&4,
mEANMA0g, BHE, AEZEER, BRAMLTAEN
#555¢g, Z®57mL, ®4, MWMAELI00mL, FA%
ANER (4.2.6) FpHEG6.6 0.1,




5.1 44t KA-F: R & 0.000 1 go

4.3.1 BmABAEE N BRI E.

P 432 KF: BE0.01gf 0.01 mg. & R AR B
. ) /\\ . \\ . :n] =] E \‘ —/”ﬁ NG s
s fmagy | O3 EEAREE, 43 4 = j;;} fﬁﬁ;i@gﬁzwwowmmo fjnjifﬁ XA
=R @ PR NE (R _RE | & = B ee e .
& ?#%ﬁi}ggém“ RARNE =BT R& 4.3.6 HEIRIR 1 % o BT BAM. R
SSpH. 437 BERAEAE. REBE. AR
. o T 3=E A BE Y Be
5.60.45 um . 438 BRI, HRBENE
6.1 3% GB/T 14699.1 £ #, #GB/T 20195%| & &, Z£/200g, WA (F &4 R TREH L
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