(AR RAERMNE) &wEHEE GEFR)

1.1 {E553kiR

20204F77] B 44 5 24 FDR} s 5 P 5 VW] B A0 22 355 27 e AR 2R AR T ROV AR A T 4k
P72 A R ] R IE AR AT AR HE B ITAT 55, AR5 4R A “Iaklh )y
TR 2 8 7 S0V B v AR A i - BRI BV, BUR I SRR S5 & TR 5
14202123, Atrd 4 EA R T AREIL R ZE 12 (SAC/TC 760 JHH . i,
AT 22 [ YA AN 7 i3 Atk 1 45 £ S 2% B S AR AR

12575 =

RAWHER (Tylvalosind, BIZMERREEZRAER, ~H— R KHAREED
R, ZAHICAS T N63409-12-1, 73T ANCs3HeiNOw, 77 78 1042.25, )i
WHRMAEHA WKL ZAMNENESZANARE, WHARETHR
(Tylvalosin Tartrate). %™ AZR R & AR, @l 22 KNS, 200742
AT 8% 4 2 A TR Lk IR 2R SR 3 (Acetylisovaleryl tylosin Tartrate) . {75472
RAWFER—MEELTHMPUER, HARH0HIH 0 & AR A S A6 4 B
BT 280 B E BT S5 2 SR B R AL, XS A iR . KA s
ARG R O A AN i R et R SE ST RE AN R RIS L N RE N SR o v X
RITW R BA N KT R A=A K A B 2570 (] F i 24 1 2540 0
SeflR T AR KIR A BRI MIA L, TERBERIIR R H Tz

B 1.2 R S5



R F i T PR G R A R R, BLCTE A E R FAFEN
MAEME . B, WARR AW RERNTERBARET (B4 ERIE
QO17HFERR AL 2225 548 )), A AR 2 5 B 3= nl v Mk AP A R 28 3 11 3R Tl
RAIPFFEY, FEH TR SRSEMEG . (AR P Rie il amR
RAWRPEAHAFRERN: URATERIE, BE, 51000kgimk}, 70
50~75g, XSERAN100~300g, #HEH7H, HXG-EMZER, RAGMNE3IH, 185
Ho Aqed R Esh it & i M AIE DA %4, 20194, RARA A A
1945 A%, ME “H2020F1 H1HE, B (BRAZish) prafil KRz
BER TR SR, IR EARO A 2 551685 A 582205 . 20204, Ak AR R E
FHAR AT 55246 5 F 307 5 A%, #E— B IEHAE L AE 2 e Al fRES
BRI 4, AR IR S ORIE & 7= 22 4x, B, A0 Bk 4 T
IR, T AR A

Hul, ZRAMFNESRRITRZ, BER G T, Z78ZWHTHE
TR I G 8 AN, T 28 75 B 3 T 77 S A XS AaDRL R AR & Tk A i A R 2
B, WReIE RS E MNP R 2R, BEEM L. (Bgs
E R b i S 2R KR IR E) (GB 31650-2019) ME T BEFRITH KN
BRTR MRS (MRL) N200pgkg, FK&. #HIHARHL F 4751 3 F13-0- Lk
ZR 5K R 2R S A IMRL A S0pg/kg o

HAr, ZRJTHERMRN L2 8. @A ik (HPLC) FIAH
k- BETEE (LC-MS/MS) 55, HZ 82, ZIEr s b ikl 7% . bl
FEM BRI JE, HPLCYL. LC-MS/MSJ7 ik CLiZ i £ A AN & 7= S A I vh il oy
T, BN TEBA IR R R EE . B E R TOR, A RET R R E,
WEACAH (Sl b 2877 2R B BRI E B0 k- B i i) (DB37/T
3234-2018) —LiihritkE. HHT, [E A A W28 5 0 2 L DR Al 7 ikt . [
b, A B ST R EEDRL S 2R 0 R AR AT O vE DS RS g AT
T, MRSk EARIE B 224

Rk, FRATVKHE2017/ (25 EbriE (b2 08)) e 5% H i 4t
FEOCRE I 77725, 256 R0 25 SR AT B AR e o« A PR ETE 7 [ K DG SRR v et |,

JHY v R8O € v e S Pk b 2 R 2R PRSI 52 R v R - R B S R I
Tk, At G )k R R R R AT AR IR VR R SR A AT T AL, AR B TR



IR -

1.3 FETEidE

AARHE AT R4 AR & K A I B AR AL R (R R S AR SR 5
T RO 2 5% 5 Bt A1 5T 8 TAE . BRI 1Sy 2 4 DR L bR kA R 2 7
gvo LAEWAE: SLI— L TAEH—2 B [ P 4 BOR— A i IR AT 50—
R SOA— b S A% —IE R R 0 — TR — 2% o — Rt
1.3.1 B ARERRE/NE

202048, A FIbRAEREAT SIS, HIRT RS A 5 24 TR} 52 BT AT e
PO 2055 % B 3L [F AL T AR A7 B3 AR dE AR RE A o [ B X A v 2 2 T A s
ITT 5L, MRS EATS IR ST, DA ORI H AR 55 it o

1.3.2 KA ST AN 38

20212 H 213 7, PR 235 AR N Fod i & A Bl 16 /A SR, 43T
HIR T R R A B SE . ESRERAN b, 2021473 H $120214F6 7
S O ST RE, B TR 28 5 TR 2 ORI T ik L AR A Tkt
REPEFET S HATIRER, #oE TR R R MR 772, IFERR =
177 ZUGREREGIE, 450K, ATV RRAR fi 2 FRDRE 28 5 B 3R AOA I 25K
20214E7 B, GBI XHRIGHE AT BB . 0, IRE RSO g, TR
T R R T B R I e RBURR T R £ - R B TR ) G AR SR
B IA .
1.3.3 FEWIEFR

202147 H $12022484 7, 40l AL R Bt SR A IR A =] BT &
2y ARSI B AR AT AR 7 i e A B A AR A L (T =R AL
XA TIVERAT 7 AR5, AN IR 256 2% 18] 99 e 2450 1)~ 12 [l R 24 #E.60% ~ 120%
TR P, K2 R AR FR R 22 (RSD) /8 TF20%, ZRPEVEE . K IR M e
R GIRME A —8 . RRW, ZEH L S OHARZR, RAHE T 1%
FEMA AT
1.3.4 EE{ERELIFR

20214E8 H 5 fa) A [ AR PR S e AR ot 8 5 bR AEAR U R B FE T o R
RG2S F W K E N R BUEFE IS A R AL B . B XFEARAN



GUER B, ¥ R 2T BRI E w0 RO V2 R €1 - B3 16 i
V2 ) v S A A G o) 350 AU SRR AR B AR SR LR RO 5 R AL A L R
202110 7, S 5 Y3200 ) it WFHEATIC R . 0 & SC LA A4 FRL R
12025 R, BN SRS R OB SR EAT AR ST A I8, AR R AEAH G A 25 10
FHFEAHE, S 4 ) #5058 S F 1% 0 B 7 IR S5 1 R 7 3A A BB I & K i
o EENAEE R, GBS E RO E IR AR R AR . B A
BRAER (WRILEAFR), HRNENSTH, M RMI%, AKH33%.

WRYE LA E TAES B R WANEI, v N PR T N B 2 583,
T20245F4 H Y AN AT AR AE (PR 28 73 B 2 1M 5E ) Ao SCAS A i 1 158 B
(TRE R
1.3.5 ME1ER

20244F4H29H, WA H L L FARNAT AR AE CFRDRL AR 22 75 B 2 10 E )
(TR AT TIAEEE. ERAHFRE. BE. T, 5. ZRE. M
A ERR BT HAM, ST N: RIS, REBERTT. &
FARHFE— BB, LEUCEREEBSCh “TatmE. Waatme, Rk
FhFORE WS INFNTIR & P RERIR & AR R R 7, R — D R HE A 2.4
7o ] AR A O B0 R A, P B 2R 2 FR T B R I TR
Brs 3 AMFEATRHES GB/T 42956-2023 I HL AR A 28 S AG TN 45 SR — Btk s 438 BUR
A S WU R B v RO (SR 2 FE R 5. 4% IGB/T 1.1-2020F1GB/T 20001.4-
2015 B SRATE bR SCA S gl Uil o R, 4% BETIURE = LR, ik — 2B R A
brRAE G YA R, e, AEAD B E SR A A R SRR A B R I FRRE S 1
TP SRR VE R0, 121523, 24, 45 REHIAFRHEE ] TR S B RHR
INFURE s AR RSO B0 Al W3, g5 R TR #osn:, FHiIe g5
RIWKE9, ZRXAUBMIELRAGYNRAWRLTH: 2FE, Kird5GB/T
42956-2023 FI R &5 JREE AR — 5. [RIIE, 4R 8 A 5 B R — B HE T A
RN 2. BEATERC (R T R IIE ) 38

—\ rESRSIR AN EZR AR S HE KT

2.1 priER S R N
FEASKRE ) 1) 5 A o P AR [ X 0T BT BUR VR, brrtERd)



95 RN Je R IR FL BEGB/T 1.1-2020  CARiEAL TAE S 28 1356 7. ARiEAb ST 45
PR ALY . GB/T 5009.1-2003 (£ DAL /7 v BALER 2 S U) 21An
GB/T 20001.4-2015 (hrEds 5N 25435 X7 iEbRdE) B ERF S . £
PRt e I R SRR BORNEAUR IEM TG R, U RIEHER. W, 5
T ARAERM R IE S B NAERmTE. BRI ERE2E 5 HE.

22 FEREFRBMAR
221 FRERIRIREME R
SR FH e OB E % - 58 M I 2 AT A VA TR e PR, IS 25 RN T
BRERE: Coshls RTINS SAMEIEE: RMEK: 280 nm; #EFFE: 20 puL;
WaAH: ZJF +0.15 molVL ZPR¥E- LRI R= 52 + 48, FEZVeMl. &7 Z= ik
fiti % (50 mg/mL) AkrvE Al TAEW (100 pg/mL) FRIAHMRE 22 ng/mL k-
BLINSE o 277 B8 bR e i 2 Re o VeI 2 B, 28 5 B 3 hm A Hh IR) AR VR AR
SEVEMEBITR . diateEtE B Ras R, WATK-18°C N ORAF I Z T 18 2= brdEf# &
WA B E N8 H, 0°C~4°C R ERAE AR ) AR A 80 34 H o
Tt 58 TR R WA 1

F1 RIFEWHEB R E %5

VAR RSl PRI )

I )/ K UgE I I )/ K e T AL
0 51339 0 51339
2 51028 2 51108
5 51136 5 50985
10 51099 10 50647
20 50893 20 50537
30 50782 30 50682
50 50600 50 50600
70 50894 70 50317
100 49934 90 49879

240 49672 / /
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[ 3. 22 5 T 2 i A v ] A AR
2.2.2 EHIREEIEERIE KRR
2.2.2.1 MK RYIEHE
I E AR R, FRATTE A 2R A0 4 6 BE TE X Z AR 1 Spg/mL )
RAWERIATIE, HEIRE W WK 4. S5 REKH, RAZRINERNZ L
RIS, FEUE K 280nm A0 ORI, BRI, 4% 280 nm YR T B & I RS
MEAS o



4. 22 75 T 3 8 AR SO G K]

2.2.2.2 BIEHFURSIHERYERE

RAWRMMMERR, 456 Co IEHRERERE, EIM. EmHMEm s
BB R i, AT E s T SR (FR 5 B 2 UL (R B ) S AR A
W23 2B 5T ) W KB 264, BB O £ 6 +0.15 mol/L 412 ¥4 47 i
(54+46), ikl Agilent ZORBAX SB-Cis (5.0pm, 4.6X250mm), %55 &R,
BT, 2ug/mL KIZE T HE &AL 7.49min 0, (5 HARGESE, mRA% LR
SA). A E (BAMEHTERE) TAERXRBRAERNNEFM, RalEiiinl
ZME: 0.15mol/L LR ZI: LFR (55:35:10), Z%%MF N JiH &/ 4.2min
WhVETE BT, MR E (LB SBY. BT, 2l ZA Cis Bilkifk, W
Waters X-Bridge Cig (5.0 pm, 150 mmx4.6 mm). Waters Symmetry Ciz (5.0 um,
250 mmx4.6 mm) Fl1¥ 4% CAPCELL PAK Cis (5.0 pm, 250 mmx4.6 mm) %%,
BRI AT 28 )T w3 H ARl

B TR BB R A, ARMEEERE P E AR, Rk, ZaA
FIRE S BE T, DR S5 o B XTEL A DRI TR & 1R R I 2 T3, 4
ARSI LG, EHIELA A ZNE, B 0.15mol/L LiR%:-2. 1 (8:1)
TR BZHAE AR SRy (il v Cis i, A 250 mm, 4% 4.6 mm,
Fife Sum; FEIR 35°C; Al K 280 nm; i 1.0mL/min; #FFEE 20uL; THEN
FHA ZIE+0.15mol/L 2. 1R%%- LB (52:48), WLEE 5C.
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K5 BAERGOIER (2 ug/mL)
(A- (Z2 5 P FIORLF BORF ) S SLAESE AR N B 25 80 250 500 SCRR S A5
B- (EZffiH4ER) %0F: C-ishMfiiE)

2.2.2.3 AL IR R RYIEEE

RHFEHERSH T TR A K 3- L SR W 2= iR A K 7%, S8 &
GHEEL, BRIEEAER . GRS, 2T H BRI TN [ W28 25 AR A i
(94%7c A7), ABEET A % o b mi SR &, Prsdisk, sem BRI 7. JUHZAE
PRV A VR RE BT b A B U 4 B, RIS H ARG 2 B EEIA AR RIS, AR
BN FE R A AR SR e A (6D, WRER FHAh 2.



Q12

Q107

Q08

6.261 i mid S

IR IR o

L e e ey s B sy
10 20 3 400 500

oyl

L e B
60 7o 800

K 6.0 1 A AL R AL e 22 0 B R T A
(FUR AR 20ug/kg W8I0, ALK 10pg/mL.)

MRAEZRTT W R BEALRRE S5 G ARG SCRREY, 25 AN [R] A A BE 2% AR X 28 73 18

i e AR R R E TR R B i R 2 A

FREX Sg takl, A 405 20 mL #2280, W BEdR% 20 min, 10000 rpm &0 10 min,
W EEWR 5 mL, BARTE Iml JEEWE, MABR S MM EW SmL, &
BEIR ). 1Ak D IR A 6 Waters PCX. Waters MCX. Waters WCX . Phenomenon
Strata-X-C. CI18 fl HLB [Al FHAHURE, BEARFAFMZ R INEK 2. FREY, PCX
FI Strata-X-C #ACERABX B . AHEL PCX AT F ,  Strata-X-C A 1540 4R A ]

W B, DR, 4% Strata-X-C M —0 5% AL

2R 2 25 GEANE] [EAH B U X 28 07 T R AL ROR

BAWER SR RARBFAZREY), MHERML, S5k

[l A R B , \
75 Jo Hhs e g3 g
L. MRL. K. BERR AT SmL i
Agela PCX  [kil: /K. BERR A2 WL SmL %ﬁﬁﬁ¢’ﬁw¢ﬂm{
(150mg/6ce) Befl: 5%Z M HIEE SmL Y 60%. ;#
Ve B SW TG | mLiRshAHE . A EAL, AT
A HEE. K. R AR P A SmL
Waters MCX [ithife: 7K. BEER — SR, HEE® SmL AR, B A
(150mg/6ce) [Befii: 5% Ak FEE SmL 21 40%. .
Ve B SW TG | mLiRsiAHEE . A EAL.
Wi HEE. &K (PH=8) #% 5mL g%ﬁﬁggﬁg
Waters WCX [#t: 5%ZK. HEEE SmL “;?Z\EP,E F%Elz/%\ﬂ ik
(150mg/6ce) [ZEM: 2% F i RS SmL i AR

Vel E RS 1 mL s R . s EAL.

27 80%, 4<%
Bz,




Ph Wi FEE K. BERR SUMGEI SmL

Stenomenorl M. K. BEEE T SANEM. FFEE S SmL
rata-X-C |/ L -

(200mg/6¢c) Vet: 5%z LT SmL

Vel R R TS 1 mL iR . s EAL.

AR BT, Tl Tl —
FeETHE, Bk it
FY) 65%. %1k

WAk HIEE. K% SmL

Agilent C18 [#¥: /K. 5%Z 5% SmL - _ ANid
(200mg/6¢c) [Heflii: 25 SmL JLTT H b Ho
VEML A SR TG 1 mL s fHE . JiE EAL
W HEE. K SmL
Waters HLB  [ifkifi: 2%FR/K. HEEH SmL = e ANidi
(150mg/6ee) [l 10%E LR SmL JUPRRIIE: |y

Vel R T e 1 mL s 2. SBE L.

ERNTWERDRT CHEENER, HOREBeBae 1T Pl #iesil
K e S%RA PN S% A . 45 REM, S%R LBV & 1E T2
JIE R BICR TR 2 90% A4, HIZR B if R W) B3 hn el A 9. s, 3k
MESRHUS IR — B I A T CREHRE 1 IR 29K AR 75 5 R
FEMERET . EBERREL | mL 400028 W 2 RBUCR 5, 45
W 7. G5RF, KFEESRIUN e A 10min f5 R 20min, B R 2 X,
EEBRELZ T mL AT, RTHERRBSCE &, A5 95~100%

100
90 |
80 |
70 |
S 60 b
:_ 50 b
= 40 |
=gt
20 b
10 F
0
1R7/4 21K B HE_F' T PRE T Iml
FRER B &El?iﬁ AERER
AR
K 7 SERUR AL

I A FT A B FE A e . FREGAFE 5 g GEMZE 0.02 g) (TR STARIFREL 2 g)
T 50 mL EO0E Y, ALK 20 mL, WHERS], HEAHRE 10 min, #RGIZEL 20
min, T 10000 r/min &0 10 min, B EIHERZE R — 50 mL B0 FRIEH 8
20mL AR —&, IR EBR, R . #fHBIOERE FIE® 10 mL,




40CEMEL I mL, A 0.1 mol/L BERR —EUSVAM SmL, R, &H. BRA
I 857 A e 1 A A BORE A U FH FREE . 7K 0.1 mol/L IR — EAMVA A 5 mL 54k
B4 i 4 IO A, RV K . 0.1 mol/L iR — 4 1 VAT FR I %% 5 mL kisk
T H 5%ZK CIEEW 5 mL Ve, WCEEBE, T 40 CEMET. #EMHE
B VAT 1 mL MR AT, A 1 min, TR, IEOUALIENE G 3k RO i X
M€ 6

MR T = L, Fh TR B ZE O 1 35 8e . R A Img/mL ARvERE A0, 1%
M b b RN, B Bt REIR FE R R 2 S0pg /mL, [RIE S5 hRufE it 2% R B R
2 50pg/mL, @k A FUETI AR, SRR, (WMEJEHITE 1.1%~1.7%, #k
R I AR AL U A7 A6 B R 3N, 45 R LK 3.

R 3 [ AH AL U H R 5%

HEe®) | R | A a0 | FrAEEmiEmmtl | SaaMEmiic w2z (%)
1 1216627 1231844 1.2

RIHE 2 1218795 1239874 1.7
3 1216875 1229864 1.1

2.2.2.4 FHRAIE

FEZRTTE R SR T, B S BT R 200t 277 i s Al B T4
RIER T EROAYRBIER, HOERBRER. BUOWER. MaEx. ¥
ARz, SMER. whER, AHERNEKEEZSAMEATTINRE. R,
WRYE L F G W, I . R SR . R SRR | R AR CRE
f i e SRR A UL K LB R DU R 2R F ARG LR
PEAR TP . A5 RERH, AERTTE R MBS, CAMERTTHER
7.8min A HIE . HICRI], FBIRWER. BORRFHYIRTR T R R NANTE T
TR AU G ) L 8.
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2225 FAEFER
(1) &t

KR DOE S AR E D ) AR, RSV RE, IR0 708 1 pg/mL. 5
pg/mL. 10 ug/mL. 20 pg/mL. 50 pg/mL F1 100 pg/mL KIkRHE R 5 & (BB
BCD, AR BE 2 v vk B At o RO B il A o DL BB I AU AR AR, IR
N, el bRl g SRAFZR T & I EEH TT RN Y=2.49¢*X+4.21¢3,
R2=0.999994, KT 0.999, £ R4F, WK 10,

26x105]

i

50.00
EE

B 10. 72 3 1 3 b it il 2k
(2) HFEHREE

AR R R B S, e 45 SRR, ZEAH BRI DR B Tl A, 5
SRR ETE Y/ e w7

R (LOD): MRIFER, WINE RS T ERbAEER T 5 ¢ S AR AR
WARTARR RN 7k (TR AR 220 . $RBUSIE, KHEEKRE SIN=3,
fsE Hok tHBR . IR IR KW, RAWRMAR SR Wb taahd iR i A 1
mg/kg, ETRE R R H R 0.5 mg/kg.

TR (LOQ): MREER, WINEER W REART 5 g S A AR
IRAEARI S RN R (BURATRL 220 o, REUSIE, KIEEMEL SIN=10
B m EACR S H BTCR TR 60%~120% HETAIHE P RSD /T 20%, i@ 22 &
PR RIGLE KR, RTERLER SR IRAER 12 E RN 2 mgkg, W
RETRE RN 1.0 mg/kg.



(3) T MR BERUG EE 52

KRITFR AR INEE S TR ERAE . SRR SR KRGk
TR & kSRR e R R B I RIS O . SiE R AT W RN &, £ 8
TRPRL RIS N 3 ANAS [F) 7K P 28 77 B 2 AT THE A B RS %5 B2 00, JE T S bRk 2
mg/kg. 50 mg/kg. 100 mg/kg, HK4ETEN 2 mg/kg. 100 mg/kg. 200 mg/kg,
TR BN IR N 5.0 mg/kg. 50 mg/kg. 500 mg/kg, EECATIRN 2 mg/kg.
250 mg/kg. 500 mg/kg, MKAETARLA 2 mgkg. 300 mg/kg. 600 mg/kg, X TR
BHAIIREE A 5.0 mg/kg. 500 mg/kg. 2000 mg/kg. HR¥E L 2 I vt WL 3G Aok Al 4
FERFSLIR A, RS RN TERHA INK T8 2 mg/kg. 100 mg/kg. 300 mg/kg. 600
mg/kg. FIREERAT 5 AMFEMFATIRL, HE 3R, KALA . EEFDX PR AR 2
THRAER AR 4~3% 10,

R 4 FEICE R 2T W R IS I R e 45 R

BIWRE . B (%) SEHEYE  #t RSD  #ikA] RSD
(mg/kg) Bz 1 2 3 4 5 (%) (%) (%)
I 717 754 70.9 76.6 74.1 73.7 33
2 Il 680 695 744 73.7 67.7 70.7 45 48
I 684 734 782 67.6 69.4 71.4 6.2
I 814 823 87.6 86.8 96.9 87.0 7.1
50 1l 850  90.8 89.8 94.4 90.2 90.0 3.7 52
1 81.7  89.8 91.6 86.2 84.7 86.8 4.6
I 882 958 83.2 84.4 89.9 88.3 5.7
100 11 942 977 90.5 93.6 87.1 92.6 43 5.1
I 865 859 96.9 89.3 93.9 90.5 53

RS FEWRARR A ZETT B A A IR 6 4

BIWRE . BRE (%) FHEWE  #A RSD  #itIA] RSD

(mg/kg) WS 1 2 3 4 5 (%) (%) (%)
I 76.2 75.4 80.9 69.0 85.2 77.4 7.9

2 I 77.3 78.9 66.5 79.5 78.8 76.2 7.2 7.3
I 74.7 79.4 69.3 83.8 69.7 75.4 8.3
I 95.5 92.6 96.1 100.8 99.7 96.9 34

100 I 90.7 91.3 99.8 91.3 91.2 92.9 4.2 4.2
il 91.7 90.6 100.3 97.5 98.6 95.8 4.5
I 85.1 86.0 88.3 77.6 92.5 85.9 6.4

200 I 84.6 88.3 84.7 92.1 86.0 87.1 3.6 5.6

il 76.4 91.0 87.8 89.0 80.3 84.9 7.3




R 6 TR G TR 20 W R IS SR e 45 R

IR — BRE (%) FHEME  #A RSD  #itiA] RSD

(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 71.9 73.6 71.9 68.3 67.2 70.6 3.8

5 I 68.6 66.6 62.4 73.2 64.6 67.1 6.1 5.6
il 72.0 69.3 71.0 72.2 61.2 69.1 6.6
[ 72.7 85.6 72.4 84.1 78.5 78.7 7.8

50 I 87.5 82.4 73.2 73.1 84.0 80.0 8.1 6.9
il 73.3 79.5 76.6 75.8 85.0 78.0 5.7
[ 95.3 97.0 97.3 88.7 89.1 93.5 4.5

500 I 96.5 83.7 88.2 86.5 83.8 87.7 6.0 5.7
il 83.8 89.9 97.7 94.2 89.3 91.0 5.8

R T IGECE AR ZTT R R A I R R 45 R

BIWE . HZE (%) FHEZE ity RSD  #k[A] RSD
(mg/kg) WS 1 2 3 4 5 (%) (%) (%)
[ 64.3 62.9 64.3 70.4 60.9 64.6 5.5
2 I 70.5 65.8 70.6 68.2 62.8 67.6 4.9 5.3
11 64.0 61.8 60.2 64.0 65.7 63.1 3.4
I 79.3 79.6 84.9 80.1 94.8 83.7 7.9
250 I 82.6 92.6 94.5 91.4 90.7 90.4 5.0 73
il 88.1 78.2 78.2 83.9 92.9 84.3 7.6
| 88.5 81.3 79.6 95.6 80.7 85.1 8.0
500 I 90.0 88.3 78.4 81.5 93.3 86.3 7.1 6.0
I 84.9 89.1 88.8 89.8 86.9 87.9 23

R 8 XGIRAR AR Z T W A S I R e 45 R

BIwRE . BRE (%) FEEME  #A RSD  HitIA] RSD

(mg/kg) WEHEK 1 2 3 4 5 (%) (%) (%)
I 83.9 79.0 80.1 86.9 82.8 82.5 3.8

2 I 79.7 79.5 83.5 76.9 75.8 79.1 3.8 4.5
I 86.7 75.9 81.8 76.0 81.7 80.4 5.6
I 79.2 92.8 82.9 88.0 90.3 86.6 6.4

300 II 89.3 90.0 94.9 78.1 78.6 86.2 8.7 6.6
il 86.6 95.9 84.2 92.8 86.6 89.2 5.5
I 78.7 88.4 88.6 90.6 80.2 85.3 6.4

600 I 79.8 91.9 82.9 84.1 79.5 83.6 6.0 5.2

il 84.6 84.3 86.0 87.6 91.0 86.7 3.1




RO XOTREGRE 20 W R IS SR e 45 R

TRINVRE — B (%) SFHEYE  #t RSD  #ikjE RSD

(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 77.0 70.4 75.7 78.7 74.7 75.3 4.1

5 it 80.9 79.2 75.7 76.0 74.1 772 3.6 5.0
111 84.4 81.6 79.2 726 72.5 78.1 6.9
I 92.8 88.4 93.3 100.0 96.5 94.2 4.6

500 I 99.0 91.5 89.9 96.9 93.3 94.1 4.0 4.6
111 87.1 89.2 91.3 85.4 93.7 89.3 3.7
I 79.1 81.3 79.9 78.2 81.4 80.0 1.7

2000 I 92.7 91.5 89.0 80.5 84.3 87.6 5.8 6.4
11 81.8 80.5 92.6 91.8 83.0 85.9 6.7

F 10 FREb 7Rk b 22 7 B 2 S I el e 4 AR
WINRE . B (%) Y #p RSD  #ikA] RSD

(mg/kg) e 1 2 3 4 5 (%) (%) (%)
I 94.8 93.1 94.2 78.2 87.2 89.5 7.8

2 11 83.6 82.9 93.0 89.2 78.6 85.4 6.6 6.6
111 95.5 93.4 88.4 93.4 86.4 91.4 42
I 1079 102.1 94.1 1003 105.1 101.9 52

100 11 107.6  103.9 99.7 95.0 107.8 102.8 53 5.0
11 932 1012 98.3 104.8 95.9 98.7 4.6
I 97.4 92.8 94.1 90.7 94.6 93.9 3.0

300 11 92.9 94.1 93.3 99.5 96.7 95.3 2.9 3.1
111 97.2 96.6 91.2 922 99.7 95.4 3.8
I 1023 105.4 97.9 99.3 105.0 102.0 33

600 11 97.9 1057  100.1 101.2 99.1 100.8 3.0 3.0
11 1041  106.4 97.3 96.3 95.3 99.9 5.0

MRFTTLLE H, ART7EE T BRI 2 mg/kg~2000 mg/kg 12 17
=, RN 60.2%~107.9%, #HhAN . HEIEAESFRER Z 278 T 8.7%. %7
TEXEAS [RVAARFRE i A AN 6] B 28 0 TR 2% N 0 A B I A . et 1] L
11~ 25,
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RIEIH =T HXE I, ATEMEREER N “REG RS, Jfit

— B RHE M. P, SRAIARMEAS NGS5 B R T W = AR MG A
il 7RISR A 7R 5 AL GRS IR A A IR BSOS Dl . AE2S A BRI 5.0 mg/kg.

500 mg/kg A1 2000 mg/kg 3 AN [F] 7K V-2 75 1 20 kAT AL JE ARG 2 ke, &K
JEREAT 5 MR- PAT RS, B 30k, SRILA . AL AR R 2=, THELAE R
11 MK 12,

R 11 PSSR A RN INGR s 2 0 B & AN R e 45 R

WINRE . MR (%) FElE  #A RSD  #itIA RSD

(mg/kg) AR 2 3 4 5 (%) (%) (%)
I 90.0 85.1 90.4 92.9 85.6 88.8 3.8

5 il 87.4 90.3 93.4 88.8 94.8 90.9 3.4 3.7
111 94.6 89.4 86.4 92.3 94.8 91.5 3.9
| 97.5 98.9 97.5 91.8 90.6 95.3 4.0

500 II 92.4 91.1 93.7 99.6 97.4 94.8 38 33
il 96.1 91.7 98.9 95.8 96.9 95.9 2.7
I 103.0  99.4 99.7 95.3 98.9 99.2 2.8

2000 il 95.3 95.1 95.7 96.1 96.9 95.8 0.7 2.8
111 97.4 101.9 94.0 98.9 94.1 97.3 34

12 FHPSEHA SR S TR 070 o 28 75 TR 2R S I el A e 25
BIRE . EE (%) SFHEYE  #t RSD  #ikjE RSD

(mg/kg) WS 1 2 3 4 5 (%) (%) (%)
I 94.6 90.8 90.9 91.1 91.9 91.9 1.7

5 II 91.3 93.3 90.6 92.1 98.9 93.2 3.6 3.1
il 98.7 91.5 90.6 92.5 96.7 94.0 3.7
I 101.6 1053 99.1 98.1 97.9 100.4 3.1

500 I 1024 102.7 99.8 98.9 100.1 100.8 1.7 25
il 1023 97.0 103.7 96.9 102.2 100.4 32
| 96.9 95.5 94.2 100.4 94.7 96.4 2.6

2000 II 96.2 98.0 98.9 98.9 98.7 98.1 1.2 1.9
il 94.5 96.4 96.9 97.6 96.5 96.4 1.2

MEHATLUE H, AJ7E7E 2 AR R0 5 mg/kg~2000 mg/kg 7% 77

=, RN 85.1%~105.3%, #hAN . HEIEAEXS BRI Z 278 F 4.0%. %07
VEXFAS TRV DRRE S Hp AN [R5 28 0 B R BN 8 YA B AR R . et B L A
26~P4 29,
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26. AR HIFISRIR & AL P RNAS I 22 i
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27. AR S HFISRIR & BT RLAS IR 22 S I e g 1B (5 mg/kg)
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29. HYISEHCZEIR & R PARLAS IR 22 s I e 1 (5 mg/kg)

AU

FHEE -6384

2.2.3 R BIE-BERIEE R K MR
2.2.3.1 ISR I R HRTHE

R LB 55 B8 TR S 00 AR R B, BRSSO T s, ik,
TRBAH R FR S0 LB A T AR A0 (0 (R BRI TR T, 3 23 52 00 31 H brdb
GBS THRE, NI m RBE . AL M%7 ONE-K. HEE-K. &
JiE-0.1%HIR/K . HIEE-0.1% H IR /K S NI BIAE,  KILLL ZE-0.1% IR K i )
FAIE, WARAE L, B RORE, MO ZHE-0.1%F BRAKIE NI B . & il
ERIUNNE

iliE: CisfE, HK 150 mm, W12 3.0 mm, K 2.1 pm, SRR

FER: 35 °C,

MatH: A: 5 B: 0.1%MRIEW, FRIEEWEN, Wiy W& 13,

Jiti#E: 0.3 mL/min.

BEFER: SuL.

K 13 B AR B S A

] Cmin) A (%) B (%)
0.0 20 80
0.5 20 80
4.0 80 20
5.5 80 20

7.0 20 80




2.2.3.2 BRI R HFAE

MR 2 7 B R 25 PR AT G SCIRIST), AR VEIE % ESHIEAT 70 AR 52
FERIFHI LR s ] Waters 23 7 f) ACQUITY UPLC-Xevo TQ-S VUM (0 it - £ B 5 it
1. LAZIE/0.1% RO sAH, 76 EST+& TR T A . &, &
AT A AR

BFUR: WS E TR

PR ER T

Ry 2 M (MRMD.

HEHE: 1.5kV,

Jsdi: 150 C.

FAIERE: 500 C.

HEFLAUHE: 150 L/hs

FAAIIE: 1000 L/h,

SEME S TE BB AN 8L A HEFL R AN e 5 LR 14,

R 14 EVE. EEE T HESL B ORI R

» I B 1% BT HEFLHLIE  REFEREE
22 FR
m/z m/z V el
n 1042.5>109.19 46
RIW#H 1042.5>109.19 38
1042.5>174.19 38

2.2.3.3 AR KRR

WP R BT TR, AR T B R AU B AR, BRIk, AT AR EE
PR R FRE RIS N 2g. BUAL,  FEVRURE 7 32 i Ak B el s 0 o A R T s
B SREE B, I EWOE IRA B T 52T 5 SR A e 1tk A I 45 G U R
R R R B, R ARSHN ImL S BB T I A Ak

AT R E N RBURFE 2 g (HERZE 0.02g) T 50 mL E.0 &,
NG 20 mL, JRHERS], HATRE 10 min, #RFHEEL 20 min, F 10 000 r/min
B0 10 min, BHEIEWRE S — 50 mL B0 . A O 20 mL R RI—IK,
HIFPIR B3GR, R . HERRBE 1 mLIRA BIEW, A 0.1 mol/L g — 54
W S mL, VA, %M. BRERAY R B A8 4 [ A 2 BORE AR R FREE . KA 0.1
mol/L TFMR — S AVE % 5 mL k. HUAER& AL AE, K. 0.1 mol/L
MR S VR I % 5 mL ke, sl T 5%ZUK S 5 mL Pk, WicdE



Ve, T 40 CEMRET . MBI 1 mL SEBEREAY), BH 1 min, &
51, I LIRS R €T - R B S OGN E
2234 BREAFINFHAZE

BT TV R AL, P BRI RIOR T R — . BB DT R I B 3
W& ORI, ANEH TS & BB, MRS I 2548,
SRR R TR AR R ZJ6/0.1% I IRVE WL (20/80, V/V). & EHLINE, #%
SWWAMT, BRAWERMN &, BB, B, E5%20E/0.1% F R E K
(20/80, V/VD WU J5 LRI VE 7 o

2.2.3.5 RN ER

SR FH 2% 1 5 o DI TS o VA VK5 4000 Y8 7 T b sV YR P o 45 10 o v ot 2 P R
AT ORI T, SRVPAN B o RS I 3 55 o THEE A 0 ME=Sm (7% 1 2 i DL T
PRAE RIS 0 T AR 2R AOARLER) /Ss (Al 771 e il F0 s v Y5 V7 o1 73 1) T e 2
RN o M [ME| <20%H, PLHHETAES FIREBAK, "2 AT: 4
20%< | ME| <50%H, &I Ay Hh S i B (B R 4, 10 24 [ME| =50%, W Ay 5 28 o+
En

BEXEAS [FI R SEAARL R B RS AT 5E, SRR, A RRRLEE BUA R 2 7T
TR 2 (1000 58 AEAEAS [F)F2 2 RO 88s, (RO RIXS LA TRk IRkl TR A
T RLFRSRL AN 78R 0 R T A RN I T 12% IR E R BN, FAT#HE—D5
F8L [ I3 T3 EAE Waters TSQ 1 Thermo Fisher Quantiva /S 7] 5T 4% () 52 5 2%
I, 4k B3 B SR DRSS R ) R38N T 12%. DRI, AR FH Bn v Vs
LN 2 TR IE R BT . & VDI o ) 2 0 AN L3R 15



R 15 AR HE N 5 2R A R

F AR R A FR RN (%)
Waters (TSQ) 9.3
D Pa=EN
MR E R Thermo Fisher (Quantiva) 8.1
, Waters (TSQ) 7.5
o =l
IR Thermo Fisher (Quantiva) 8.0
. Waters (TSQ) 6.4
(DTN = ANV PN
TR R Thermo Fisher (Quantiva) 8.9
Waters (TSQ) 53
ANV PN
AR Thermo Fisher (Quantiva) 5.0
. Waters (TSQ) 11.1
e b
TR IR Thermo Fisher (Quantiva) 10.8
. Waters (TSQ) 6.4
T YELA el
TEBUR AR Thermo Fisher (Quantiva) 7.1
] L 2 i Waters (TSQ) 5.6
Rk ekt Thermo Fisher (Quantiva) 6.2
TR B TRDRHAS o Waters (TSQ) 9.3
ERUERGY) Thermo Fisher (Quantiva) 8.4
TR B TRDRHAS o Waters (TSQ) 9.8
A s 17 Thermo Fisher (Quantiva) 10.3
223.6 FEFER
(1) M

Fa A BOE A dE b (8] TAE, FRSITEMBE S, WIS IKRE D54 0.5
ng/mL. 1ng/mL. 2ng/mL. 5ng/mL. 10 ng/mL. 20 ng/mL Fr7ERFER (I
FHIREC ), FARCIAR B2 381 vy v (Y AH €008 - o G BT 35 G 5 o DA U8 THT AR Dy 2 A4
Pr, W RNBEARR, SHibrdEmE. RBRTEEWEBTEN
Y=116618X+3364.2, R?>=0.9998, KT 0.999, LR, UKl 30.

1400000

1200000 -

Response

1000000 =
SUUUUU:
GUUUUU:
400000 -;

200000

0 T T T T T T T T T T T T T T T T T T T 1 Conc
-0.0 20 4.0 80 30 10.0 12.0 14.0 16.0 18.0 200

Kl 30, Z8 7 B 2= b il 28




(2) FEMREUE

AR5 R PO € i v R R 122 4 1 2 AR R P SR AR H S, &5
R FEAHRLA AR BRI TR], 2 R BTIZR 75 B 3 G T4

R (LOD): RIFER, WINE RS T E R bAEER T 2 ¢ S AR AR
AR TR A R, SREUSIIE, KRIEEMELL SINZ=3, e HArH R, i
W IR, RTERAAR SR WA R AN IR & TR A H R 0.01
mg/kg.

TR (LOQ): MREER, WINEREZR WM RIMERR T 2 ¢ = AR AR
IRGE AR S R, AREUEIE , KYEERREL SINZ=10 (3% PP 5D HIR
I E ARG TR AE 60%~120% T RSD /N T 15%, #fiE HoE &R .
IR, RITERER G TR ARG R TR & kR 1w &R 0.02
mg/kg.

(3) FEANEREMBEEEEE (LC-MS)

ARTT R R k- B R A 58 1 R 0 W R ARG I BC SRk, W4d
BECL R TR & TRk o A i DSOS 00 . SR FHARAETR I, 456 28 )3 1 = 14tk v
B, BRI 3 AN F K28 70 T 3 BT HER AR B R, S
RN 0.02 mg/kg. 50 mg/kg. 100 mg/kg, FEHK4ETESN 0.02 mg/kg. 100 mg/kg.
200 mg/kg, JEPURAENARINIKRE N 0.02 mg/kg. 50 mg/kg. 500 mg/kg, XYHECETAKE
A 0.02 mg/kg. 250 mg/kg. 500 mg/kg, MIRGE1AE N 0.02 mg/kg. 300 mg/kg .
600 mg/kg, MSTIEEHAMKE N 0.02 mg/kg. 500 mg/kg. 2000 mg/kg. HEHEL K
S L BG IkE RL D e R SO K, R RHAD FE RIS IUK A 2 0.02 mg/kg . 100
mg/kg. 300 mg/kg. 600 mg/kg. FIKEEHAT 5 ADMFEMFATIAL, =R 3K, Kit
W A PR 22, THEEE R IE 16~38 22



R 16 FERCA RN 277 BRI N R IR 45 R

IR E — HZE (%) FHEMZE ity RSD k8] RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 785 733 742 74.6 71.5 74.4 34
0.02 Il 723 728 80.9 75.0 733 74.8 4.7 4.0
il 793 711 74.0 76.0 70.9 74.3 4.7
I 844 877 82.8 88.3 84.8 85.6 2.7
50 1l 810 823 89.3 81.4 87.0 84.2 4.4 3.9
il 815  89.2 82.3 88.9 90.0 86.4 48
I 97.1 982 92.6 92.4 93.9 94.8 2.8
100 1l 930 916 93.9 90.9 89.4 91.7 1.9 3.7
il 934 9338 86.8 86.0 88.6 89.7 4.1

R NT FERAE TR 2R3 T AN IR e

WINRE . B (%) Y #p RSD  #ikA] RSD
(mg/kg) e 1 2 3 4 5 (%) (%) (%)
[ 82.0 88.2 86.5 70.6 79.0 81.3 8.6
0.02 1l 75.2 77.5 81.5 84.4 79.6 79.6 4.4 7.9
il 72.6 88.5 70.8 713 76.2 75.9 9.7
[ 85.0 85.6 82.9 89.0 95.3 87.6 55
100 II 82.9 96.7 95.1 97.4 94.7 93.4 6.4 6.6
il 95.5 83.1 89.3 84.4 82.2 86.9 6.4
I 75.4 84.7 80.0 83.7 83.5 81.5 4.7
200 II 83.0 75.3 78.8 83.9 84.2 81.0 48 6.5
11 76.6 95.0 85.8 75.9 87.6 84.2 9.6

R 18 FETR & TR 277 B m s Il R e 45 2R

B FCE (%) PHELE  HEARSD B RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 86.5 75.3 81.4 77.7 76.9 79.5 5.6
0.02 I 78.7 82.3 76.3 84.4 86.8 81.7 52 48
m 80.5 84.7 80.0 84.2 85.7 83.0 3.1
I 92.6 84.3 89.1 96.0 84.2 89.3 5.8
50 I 953 975 843 884 938 91.9 5.9 57
I 926 877 927 847 842 88.3 4.7
I 94.7 96.0 92.6 943 99.2 95.3 2.6
500 I 93.8 96.8 92.7 90.6 95.0 93.8 2.5 3.0

m 94.6 91.6 98.6 98.5 90.1 94.7 4.1




R 19 WSHC A TARE R 2R T A I R e A R

IR — BRE (%) FHEME  #A RSD  #itiA] RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 77.3 85.0 79.1 72.9 70.8 77.0 7.2
0.02 I 85.2 79.0 70.4 71.3 67.5 74.7 9.7 7.1
il 78.8 76.1 71.6 80.3 72.7 75.9 4.9
[ 80.2 87.2 83.8 85.6 96.6 86.7 7.1
250 I 97.4 92.2 89.1 80.7 77.3 87.3 9.5 7.0
il 87.9 91.9 89.8 943 79.4 88.7 6.4
I 92.8 81.5 80.5 93.7 96.0 88.9 8.2
500 I 75.7 85.4 77.8 86.4 80.7 81.2 5.7 7.0
il 82.6 82.0 83.2 90.4 85.5 84.7 4.0

R 20 AGRAaTARL 27 T AR AN IR R e £ R

IKE . BRR (%) P EWE  #tP RSD  #it[E RSD
(mg/kg) WS 1 2 3 4 5 (%) (%) (%)
I 76.7 81.1 80.6 71.4 81.5 783 55
0.02 11 72.7 76.4 73.4 72.4 77.8 74.6 33 5.3
il 81.7 84.4 72.0 77.5 77.7 78.7 6.0
I 84.5 92.6 775 92.6 77.2 84.9 9.0
300 1l 80.7 89.9 77.3 84.4 83.9 83.2 5.7 6.5
juil 89.1 87.0 81.2 85.6 925 87.1 4.8
[ 85.3 89.7 84.5 91.7 80.5 86.4 5.2
600 I 87.7 80.4 89.2 82.8 83.1 84.6 43 4.7
il 85.3 84.8 79.1 82.7 91.6 84.7 5.4

R 21 AR A R 2T B A ds IR alie 45 R

BIwRE . BRE (%) FEEME  #A RSD  HitIA] RSD
(mg/kg) WEHEK 1 2 3 4 5 (%) (%) (%)
I 83.5 70.2 80.4 81.0 79.5 78.9 6.4
0.02 I 70.1 75.1 735 75.5 75.8 74.0 32 58
I 84.7 76.8 82.7 80.2 76.4 80.1 4.5
I 90.3 88.9 85.2 95.0 92.9 90.5 4.1
500 II 95.6 87.6 91.6 86.1 88.3 89.8 4.2 5.2
il 96.1 99.2 92.4 85.3 99.3 94.5 6.2
I 79.1 82.6 82.0 89.7 87.6 84.2 5.1
2000 I 92.1 91.4 78.5 90.1 90.5 88.5 6.4 6.3

il 81.3 94.2 79.8 81.9 82.8 84.0 6.9




R 22 RRHANERL T 2R T T AN R e R

TRINVRE — EE (%) SFHEYE  #t RSD  #ikjE RSD
(mg/kg) 1 2 3 4 5 (%) (%) (%)
I 72.6 80.5 78.1 66.9 65.3 72.7 9.2
0.02 I 65.8 75.6 64.7 73.4 71.9 70.3 6.8 7.6
111 76.7 79.0 65.5 70.9 76.7 73.8 75
I 103.0  101.4 93.8 93.5 96.2 97.6 4.5
100 I 96.4 97.9 92.1 98.8 98.5 96.7 2.9 3.6
111 90.0 99.8 102.4 97.4 89.8 95.9 6.0
I 94.1 86.3 87.9 92.6 92.9 90.7 3.8
300 11 95.9 92.0 95.1 94.1 88.2 93.0 33 35
111 89.4 91.4 87.8 86.4 91.2 89.3 2.5
I 101.4 1035 98.1 97.5 100.1 100.1 2.4
600 I 101.6 1044 1055 97.4 101.1 102.0 3.1 2.8
111 977 1067 1027  101.4 98.5 101.4 3.6

MEHF AT LU H, AR5 EAE S AR RN 0.02 mg/kg~2000 mg/kg (12575
W, EIER 67.5%~99.3%, HLA. HEAEXS FRAER 23N T 9.7%. Ui
JPER AN GERMRE S, AN [ 2 R A 2 7 B R 58 3 B RO HE R R o S T e
(25 % 25 S IR it R RPALE B 1 €0 DL 1] 31~ 1] 45,

100

MRM of 4 Channels ES+
334 1042.504 > 174.193 (TyaiosIn)
2.00€6

125 150 175 200 225 250 275 000 925 3.50 0.5 400 425 450 475 500 525 550 575 GO0 G625 650 605

MRM of 4 Channels ES+
33 1042 504 > 109 188 (Tylvalosin)
3.36e6

Time.

125 1.50 175 200 225 250 275 8.00 525 350 875 400 425 4850 475 0500 520 550 6.5 600 625 650 6.75

3122 7 W R bR AR AR B T i B (1 ng/mL)



MRM of 4 Channels ES+

100 333 1042504 ~ 174133 (Tyvaoain)
= o= St 4.56
336
FEL
3533 s
257 4.48)
238 A 5%
125 150 148 200 225 280 205 800 325 850 /5 400 425 400 445 500 525 550 6o 600 626 600 6./5
MRM of 4 Channels ES+
o 3z 1042.504 > 109.188 (TyNvalosin)
Te3
K]
3.35
>
=
3.50
261
29]
289289 305
A
T T T T T T L T Time
125 150 175 200 225 250 275 300 325 350
NN
Pl 32, L BRI R 248 Y REAE 4 T .3
. = /A o H
WRM of 4 Channels ES+
3 1042.504 > 174.193 (Tylvalosin)
O 1.80e6
g/ JX
0 T T T T T 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 6.00 6.50
WRM of 4 Channels ES+
100+ 334 1042.504 > 109.188 (Tylvalosin)
63e6
o
¢ T T T T T T T T T Time

MRM 0f 4 Channels FS+
1042.504 > 174.103 (Tylvalosin)
15

100 g2
i ] 250
551
400408
I 499 a3 43
313 321 373 3sall A28 s 3 050 512 J‘Iﬁﬁs Rl
4
! el L A0 b Ik
T55 k0 1va 200 50a SE0 o7h ADD abs akn ars 400 455 4k 47s B00 DA AR0 A7h ROD RO R0 A7H
MRM of 4 Channels ES+
333 1042.504 > 109.188 (Tyivalosin)
100+
=]
429430 481,
507
257 P7 o 619
232 254
2138 MEW 288 301 328
W L Hs i L ) -
600 625 6.50 675

125 150 176 200 226 250 275 200 226 850 2375 400 426 450 475 6500 625 650 6575

34U DRV I 42 R 76514



MRM of 4 Channels ES+
33 1042.504 > 174.193 (Tylvalosin)
9.60e5
.
155 450 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675
MRM of 4 Channels ES+
333 1042.504 > 109.188 (Tylvalosin)
199 1.35
=
\ LA
125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6.00

K 35 8 W Aa Tl Rl TS N2 /T R R AFHIE B T 0% & (0.02 mg/kg)

Time.
625 650 6.75

MRM of 4 Channels £
427 1042.504 > 174.193 (Tylvalosin)
100 e
- =
= = ; = = ‘ ; = ‘ | ! LA IL Hl "
15 iEG 475 5bo 305 2o 275 2bo 325 3ko 345 4b0  Abs 4B 475 500 555 550 575 6b0 625 650 678
MRM of 4 Channels ES+
. 125 1087 502> 109 180 1o
420
460
480
45 502
FE A8 | hass30
& 416 478
.45
a4
327 4
o 30 343 anm 4
244 f\ Am n 363, hass 4.0
NS ) W— 1| 8
75 iEG A75 2b6 305 2ho 575 abo  als 3ko ays abo abs 4B 475 5bo 655
\ N NN N
3658 TR G 1RDRHEE T 2 VR 55 1 (3 ]
. =] UL Y =]
MRM of 4 Channels ES+
341 1042.504 > 174.193 (Tylvalosin)
go 2,008
LI
o T T T - T T T T T T T T T T T T T T T T T ::
125 150 175 200 225 250 275 3.00 325 350 375 400 425 450 475 500 525 550 575 600 625 650 6.75
MRM of 4 Channels ES+
341 1042.504 > 109.188 (Tylvalosin)
100
29
=
0o T T T T T T T T T T T T T T T T T T T T
125 15 175 200 225 250 275 3.00 325 350 375 400 425 450 475 500 525 550 575

Bl 37 5 IR A TRRL S B TS DN 2R 0 B R AR S 1 (1% & (0.02 mg/kg)

Time



MRM of 4 Channels ES+

1004 335 1042.504 > 174.193 (TVWa\n;uhZ‘,
331
3.36
]
5 4ty 543 602505
~350 415 426 462 529
229 _352 381 s e L) 545 569 xR 6 cor
238 354 410 436 434 { g
I e A LA Ly M LI
o T T T T T T T T T T T T A T T T = T T T T
125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6. Oﬂ 625 650 675
MRM of 4 Channels ES+
100 3% 1042.504 > 109.188 (Tylvalosin)
18
332
3.3
=]
440
3.36
337 363372 578
72“ 238252 272 312
THSHANNRE
o T T T ‘M . ; T ; Time.
125 150 115 200 225 250 275 300 325 350 375 400 Azs 450 475 500 525 550 575 600 625 650 675
] 38 X Al Ak o 4 AR AL B T B i [
MRM of 4 Channels ES+
334 1042 504 > 174 193 (Tylva\osm)
100 1.55e6
L2
1.50 200 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
MRM of 4 Channels ES+
3.34 1042.504 > 109.188 (Tylvalosin)
1007 2.37e6
=]
0 l‘j\ T Time

150 200 250 3.00 350 400 450 5.00 5.50 600 .50

K] 39 G BC G RS H A INZR T B R AR T i (0.02 mg/kg)

MRM of 4 Channels ES+

100 336 1042504 > 174.193 (Tyivalosin)
3.37
. ®
125 150 6.25 6.50 6.75
MRM of 4 Channels ES+
100 1042.504 > 109.188 (Tylvalosin)
461
445459
A§ 67
,
Jt k Time

150

P 4035 4 PRl 2 ot 2 R 8 €1



MRM of 4 Channels ES+

336 1042.504 > 174.193 (Tylvalosin)
1009 2346
LI
T5R A% 175 200 205 250 275 800 825 850 875 400 425 450 4r5 500 525 550 675 600 625 650 675
MRM of 4 Channels ES+
336 1042.504 > 109188 (Tyivalosin)
1004 3.35e6
se’ jk
- ; - T ; - - - - - - - ; - - - - - - - — Time
125 1.50 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675

413G G R RS s

S

Ji

MRM of 4 Channels ES+

426 1042504 > 174193 (Tyvalosin)
£l 1.393
440
408
3.93
LIRS
356
101 388
\
273
257 a2 340 || 367
bl
] i A 1
125 180 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675
MR of 4 Channels ES+
504 1042.504 > 100.188 (Tylvalosin)
100
2.37e3
536
426 503 i
Y 648
535 572
450458 sor
0 PRI
496 5569
5 579
410 631 642
i 52| 5 80 ¢ 652
V5o
>
|5.95 628 659
< -
660
>
663
6.69
T T T T T T T T T T T T T T Time
125 150 175 200 450 475 500 525 550 575 600 625 650 675
N NN
42 X5 PR A VR 5T 2 AR B T (i
NSRS =] I 1T H
MRM of 4 Channels ES+
310 1042 504 > 174 193 (Tylvalosin)
100- 6
-
o T T T T T T T T T \]j T T T T T T T T T T T T
125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650
MRM of 4 Channels ES+
100 340 1042.504 > 100.188 (Tylvalosin)
o T T T T T T T T T Tj T T T T T T T T T T r T - Time
125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675

K 43 XS TR SRR A INZE T 2 RHIE S i B (0.02 mg/kg)



) i i VAL L LA Ll Rl 3 A
3.00 350 4.00 4.5 500 550 800 8.5 7.00

B 44 R RN FEREE B 2 A RFIE S 1 (i

MR of 4 Channals ES+
- a7 43 504 = 174,158 :T,ﬂ?gé
=
a5
JJer
TTEbo 0 2EG | 300 380 4D0 | 450 Gb0 | BE0 | 600 | 680 70 750 ' &b0 | &ED
007 = -

45 KB R B INZR G B SRR A B (0.02 mg/kg)

R HE 2T KW, RINEMIEHEER N “R-E 2R, Jfit
—HEIE M. B, SRR IS 54 ) B R TEA IR R A &S
77288 5 (VR A B AP RAR I 70 v S I [ SO e o 5 PR B 0.02 mg/kg
500 mg/kg A1 2000 mg/kg 3 AN [F] 7K V-2 75 1 20 #E AT AL JE ARG 2 ke, &K
JEBEAT 5 AMFEMCPAT IS, BEHE 3K, RitA . LA bR 2, THREE R
% 23 FI5E 24

T Time



R 23 ARSI SRR & BRI N7 o 28 73 T 3R AN IS 6 £

BIRE . EE (%) FHEMEE  #tA RSD  fit[E RSD
(mg/kg) Wk 1 2 3 4 5 (%) (%) (%)
[ 95.2 98.2 96.4 100.3 95.1 97.1 23
0.02 I 97.4 97.5 99.0 98.3 99.8 98.4 1.0 1.8
il 95.7 96.5 100.7 98.6 97.2 97.7 2.0
[ 99.3 93.0 100.1 97.3 97.9 97.5 2.8
500 Il 100.3 99.1 94.6 96.0 93.9 96.8 2.9 2.6
il 95.6 94.0 96.5 95.8 100.6 96.5 2.6
[ 107.0 108.0 107.0 102.5 99.2 104.7 3.6
2000 Il 103.5 100.7 104.7 103.0 102.3 102.8 1.4 2.7
il 106.3 104.9 105.2 109.7 106.0 106.4 1.8

R 24 MY ZEIR & BRI N7 o 22 73 1 3 AN IS 56 25

WINRE . B (%) Y #p RSD  #ikA] RSD
(mg/kg) e 1 2 3 4 5 (%) (%) (%)
[ 98.5 97.3 104.3 96.6 1023 99.8 3.4
0.02 11 992 1045 1014 97.4 1013 100.7 2.7 2.9
il 1032 101.4 96.9 100.2 95.8 99.5 3.1
[ 96.5  100.2 99.4 99.4 98.5 98.8 1.4
500 II 98.2 99.3 99.2 1002 1003 99.4 0.9 L5
il 98.4 97.7 96.1 97.1 96.4 97.1 1.0
I 98.5 98.2 95.7 101.1 94.0 97.5 2.8
2000 II 98.1 96.4 97.8 99.2 97.6 97.8 1.0 2.3
il 99.5 98.3 100.0  103.1 95.7 99.3 2.7

MR LR W, A5 VLR AR N 0.02 mg/kg~2000 mg/kg 128 )5
W, [FREN 94.0%~104.5%, HLPI. HEEFSTAREmR 23/ F 3.4%. B0
JIERT AR GERMEE i, S [ 2 R R 2 0 B 3 0 5 3 A L IO HE R B o S )
25 9 % 25 S IR it R R ALE B 1 i DL 1] 46~ 49,



MRM of 4 Channels ES+

TyNalEin-241209-031
a7 1042:504> 174193 (Tyvalosin)
Tiee

100-

3
v
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\]\ am“s

05
368 378 'WW 446 458 amr 49 30, 576, J\'\ 606 617621630645 (o 611675 ga
340 N, I
3 M it i b, e Mwmww TRLEL LV I Y ol
Tyvahin241209.061 VRM of  Crannels 5+
100- 3875 175e4
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B 46. A A HIFRIZRIE & RUARDRHAS I8 o 2 1 RFALE B ?@%@

Tylvalygin-241200-041 MRM of 4 Channels ES+
388 1042.504 > 174193 (Tyivalosin)
100-
LIS
a1

120 | 140 160 180 = 200 = 220 240 = 260 = 280 300 320 840 360 = 380 400 = 420 = 440 = 460 480 500 520 = 540 560 = 580 = 600 620 640 660  6.80
Tyiaigsin-241200-041 MRM of 4 Channels ES+

388 1042.504 > 109.188 (Tywalosin)
s 45266
[
ai (
) 436
T T AL A st s VALt ettt il e T Time
120 | 140 | 160 | 180 | 200 | 220 | 240 | 260 | 280 | 300 | 320 | 340 | 360 | 380 ' 400 | 420 | 440 | 460 480 | 500 | 520 | 540 ' 560 | 580 ' 600 | 620 40 660 680

B 47, B A= 25 R KR A BRI 1) 2 R N2 5 %
RHIESS T i & (0.02 mg/kg)

Tyivahyéin 241200024 MRM of 4 Channels ES+
) 1042.504 > 174,193 (Tyvalosin)
100 147e
ot
.
FAFREL:
380 Nf4.20
) sosf T 4 45"457 472 5375 5845975y, 615620 645
352 313 Y/ M‘Mf\}\/ /\A ossésiﬁﬂﬂ/sm-‘}‘s M\/\sos 556 581, L 6.02 6.3 555571
S ——————— O S LN N N S
120 140 160 180 200 220 240 260 280 3.00 320 340 360 380 400 420 4 40 0 0 5. DO 5 20 5. ED 580 6.00 620 6. 40 6.60
Tylvaldsin 241209-024 RN of 4 Channels ES+
389 1042504109 138 rjvalos)
100-
3388
3.85)
£
15
(e
/ \u\ﬁ s e 471450 492 510813 530 549 550582 270 SMBUEN 615 620 5435495y
! Wothteys o A T v (N RN o s T T O O e

TI20 140 | 160 | 180 | 200 | 220 | 240 | 260 | 280 « 300 | 320 | 340 | 360 | 380 | 400 | 420 | 440 ' 460 ' 480 | 500 | 520 ' 540 560 ' 580 ' 600 620 ' 640 | 660 680 '

K 48. TSRSV & T G RRAV IR o7 2 R AR 28 1 (3 1



120 | 140 | 160 | 180 | 200 | 220 | 240 | 260 | 280 | 300 | 320 | 340 | 360 | 380 | 400 ' 420 | 440 ' 460 480 | 500 | 520 540 ' 560 ' 580 ' 600 | 620 ' 640 ' 660 680
MM of 4 Channels ES

Tylvaigsin-241209-040

walosin)
44466

B 49. T WIFEHCY) SR A R RHAS I 7 25 VA N 28 5 1R 3
FHEE T AL (0.02 mgkg)

2.2.3.7 SEBRHE RIS

R L F BRI, RAARTFEXS G FEBCERRL . W de b kL AN TR & 1R R

PR A= SRR AN TERESS 24 I FE G EBEAT 28 T W A & B AUIIE o« FF b SER ORI
BEATIRE , WSUEBEATHAUE, R BHVERE fh i BB = R R R b4, AT ZE 2R L
R25. HRRY], HOMEMEHERDER, RUZREH T, FEECa e,
WA TR TR & TR DL AR SRS A SO R 20 R BT E

R 25 SEBRFE R E A

VAR AT 38 P I 5 R ND ND K H MR R AR R <LOQ 0.04
/NI IC A B ND ND WL BER R A R ND ND
X J % 0 G A TR ND ND A IRGE TR ND ND
AP CT R E ND ND Fe R A A <LOQ 0.15
BEREUE AR 5 I & Tk ND ND BE A TR A TR <LOQ (0.8) 0.78
AR E MR RC & R ND <LOQ A PR A R ND ND
FLIE B & R ND ND TR T & TR R <LOQ 0.15
5% e WIS & Tk ND ND T HI 2 & TR R ND ND
PO IESTRE RN TR ND <LOQ NP R A TR A TR ND ND
BEERE RN TR ND ND 7 RS 7 AR A TR A e ND ND
PR R 7R ND ND PR 5T A TR £ T ND ND

B IR AR A TR ND ND P ARG P AR A IR A R ND ND




0.030

0.015-

0010

0.000+

504 THIE A Tk BE A it € i 1
2238 5 (AR RERER, RAER, BREENNE RHEEIE-BHKRIEE)
GB/T 42956-2023 RYLLER
X A AR HR A € - B BT S S GBYT 42956-2023 AT LR, FEH
PRAETR IV EE B A T R I 5 2R, BN 8 SO R 45 2R L3 26
% 26 KFpifE5 GB/T 42956-2023 J7 i (1) L i

T H A PR GB/T 42956-2023
H =4 RITHEER RFWER BAWER BAELAE
R Ik WA + WU WL
E /TR hibr i Wb g B
5 B AR IRGETRRL. RERAN TSR, BN | Bo ATkl WRgEtakl. RSR TRl g T
= B & (RLATIE £ A L 1 A R
or PR i tH PR A 0.01mg/kg, i FR > 0.02mg/kg
& E= R SEER N 0.02mg/kg 52 B A 0.05mg/kg
- 0.5ng/mL. 1ng/mL. 2ng/mL. 5ng/mL. 0.5 ng/mL. 1ng/mL. 5ng/mL. 10ng/mL. 50
i1 2 7 10 ng/mL 1 20 ng/mL ng/mL 1 100 ng/mL
: BREURFE2 g, 1 E 2 o
e ?%fﬁi%gﬁ%;%;ff%fﬂif%% SEL. BRHCARE 2 @0 WEFIIA 50%Z 05 10
52,0 min, T 1’0 000 r/min 550 1(),min % mL, i), #7510 min, 300r/min
Hﬂtﬁ%iﬁé%~ 50 mL B 2 % ﬁs%fé‘ﬂﬂa P& % $2 B 15 min, T 70 000 r/min & 0 5
I 20 mL & 5 42 5 — K é‘ﬁ%ﬁﬁ?ﬁti% min, B _EIERE S — 50 mL .08, FRiE
B AL, BRI A i mL, g |0 S04 10mL BERL -k, SRR
X 0.1 mol/L B — SUM YA S mL, 85 EVEW, EA. WEMBIURS EIEW 1 mL,
E | R o © P N 0.1 mol/L MR — A4V S mL, R4,
e e e s %M
. ﬁ ,‘:@ EJ N e N . L . . . .
f;g; e ijf%;fﬁgﬁg%ﬁj Mk TR I T B AR AR (R
mL%‘ (0 T e R | B 7K 0.1 mol/L Bl — S HVATS 3 mL i
0 1 mOl/L ﬁ;’é@ﬁ?:%%ﬁ”ﬁ?ﬁ%ﬂ Eﬁﬂ?—%’ 5 mL jﬂ( /f’to mé%g%ﬁﬁ?&ﬁ*i7 /ngj’\ﬁﬁ 01 mOl/L ﬁ;&
ﬁﬁ e sf/ﬁmaﬂiiﬁﬂﬁ 5 mL ¥ e A AW K S 3 mL Wk, #T. H
Ei’ W%‘];ﬁﬂm ; 10 ocgwﬁjr e | SEACH I 3 mL PR, SRR, R
' g : ; >4 :u:,\ [N “1&\9 /?:‘T\I o
B mL S AR A, s, | o TSRS, ARl




5 1 min, A 0.22 um JEREILIE, FF.

URIUESE S

KR REIS NG, ZRTTHE R IR
N 50mg/kg, & IEARHE T LT b

KA AR, 28 /7 B R A
50mg/kg, 1ZMBARUETTVEHEATALEE, 453

M, R BECEHN 98.2%. BN 97.6%.

I EE, APRAE BRI PR vk, R VR 2R ARSI
RSN 7 Y EA T GB/T 42956-2023 RS &, @&HVEEE) ™ @ Eot L
55 02 B O R 00 7 9 TR 5 SRR A — 5L
2.2.4 FRAERSIER
2.2.4.1 M7 EE KRR
(1) VAR sk

WL OSSP, BERR Y 3 A2 i dh, RO T )5, Hsh
TSRV R, B RO RS SUR I, ANRTE E & .

(2) VUFH - BB BB T it vk

WS OB VE PR, IR T PH B A ekt v fl, YRk T 5, H 20%
Z5-0.1% B2 /K VS U IR, BEVBORE (2t - 5 BE B ARG, AbRidi e & o
2242 ERELER

FR P8 28 5 B A I 7 VRS RIS 0ok B8 1) ISR T N 25K, = AN R B 1)
T 20 R R v [ WA 2R T R R A 60%~ 108 % 2 7], #h Pt IEI 28 5 Rt #K/
T 13%;  JORH €0 - HR B0 5T 1 vk [RIUSCR VU B B AR TE 64%~107% 2 7], #b P #EfEAR
FABWENT 10% . KA 5 1228 B KRS @ 7E 60%~120% 2 [8]

2.2.5 &5

TR RACVBURE €0, T AT VUK €0 1 - 3 B 5 By S AR R 2R B R R T Vb, B
W E TIERVE . A K . SRER AL SR T DL N S SR AR R S . P A%
5%, BARUF RS R %
=\ RIGIIERI 1. FidhiREr, FARZFFILIUE, FHARE TR

R

AP S BT, EREARC I SR/ AER AR . -
VR T 55 245 D)L AG I BT AR AR AR A S5 AR P I o R 2 4 I B IR R R () =
KNI AT IEIAT T B, SRR, Zk e SO ARE R, RA&




WaE T %I AT
ACKRHUE (R ) S RIS, — 7 AR L 8 B B [ 22 A, HEAF B
o BREARSAR B W 02 AP 53— T T U g [ 0 R 0 2 4 M % R
RNBR ST, SRR LA B HOIl 5 (T R SRR R . A1 R A ST
MR SRR RS, DR AR B R, S R B, R
CERE JOr v
M. 5EFR. ESRIRIFERARAZHXLFER, %E SRR
EshEmR . HHLRIB X BB ELIRSR
AR G e AR o, AR T A AT, I 45 A S A
SCHRRTORE, X AR SCRREEAT A2 FLE A5 IO 25 b, B3 5250 20 RSO BF 9L,
SERR T BRI SCAS (R
B KARESR, UREEEHE|AEZKAERREIMEE
AR ) 5 A AR FH B if
Ny SEXRARE ERANXAR
ARG 5 R R BRI S KR ORI A
A7 B SR R AT B - 540 1 2 B SR BRI AR e 2, SRR T BOREPEA
B ) MR S . AR S AT E R TR L RS D B A B 3
PERRIE A JE -
. EXPEERLEZ TR
AR K
I\ B REFRIE XA
ABRUER BB B e B R, EELE Y A AT REWS St R, A SCRRI R A
USRI R 1 FAT«
v SEEERRENERNR, URABARRE. MARER. SR
KTt HEARYZ TR I



(1D 5 AR S AT ORAE SCA (K 78 AL BERE,  LRREAS 3 35 S g A I 45 213
2N

(2) KAGJG - SEHEHT R E SAEGUE BN E AL, e B R T by ifE
WA A A A b P ALE AR ER I, S WE T a e, M
W A FRAER) B 5 TAR .

(3) FWAbRHEIEA AT G, BOE 6 N H KRk, 1 6 M H Ja L
+. Htt N SRR EID

NIEAESS AR (R ZETT R R DN E v OB 2 AR ¢ 3 - A3 K
JRIEED, MRIELFIBE I, FHKYE (hrrtEdn 5N —25480 7). W87 ik HE)

(GB/T 20001.4-2015) " “6.1 briELFR” R E, BbrdEL TR E SN (Rl
HHZR TR R I E Y

(kR T R R
ka3 Ry



SRR

[1] GB/T 1.1-2020 ARvEAL TAE S 55 18855 FrvH b S 5 A4 R 2R ).

[2] GB/T 5009.1-2003 £ & AR5 /7 v BRALES 73 A 0.

[3]1 GB/T 20001.4-2015 brifEdm 5 AN 26 4 555 58 T AR

[4] WETTES. Z8 77 B 3% UKL PR RIF ] S FLAE 8 14 9 1) 245 301 5 7 (D). AE R AR Lk K 2,2016.
[S1EHS. s RAE R BRABR. BKE RIS [D]. A F Rk K
2,2012.

[6] =8I, Tk b, 2 PHIE, ™ IR 76 U . 3 B30T R 2 2 45 YRR €0l R DR o v A 00 3 ] 40
UM R TR R M 3- CE 2R IR B 2 Wk B = [0]. B 24 0% 75,2017,51(08):30-39.

[7] R E%, w6,k B R, X B 5k A R, A0 4 IR A A B, 5 148, i 7% % .UPLC-Q-TOF-MS il 5&
A 2 3 o 2 T ok o 1 22 75 1 R (I P R 45 R 4% 7,2016,52(09):108-110.



	《饲料中泰万菌素的测定》编制说明（送审稿）

