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Determination of Spectinomycin in feeds—Liquid chromatography-

tandem mass spectrometry
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HiJ

AR GB/T 1.1—2020 (FRUEAL TAE SIS 1 5650 ArdEAl ST A S5 ATER RN (10 5E i
i,
ASCAARE A 2086 5 A 15 —7—2014 (Rl RMEE R INEY , SARES 2086 A H—T—
2014 FHEL, BRES MR GRdE O sl oh, EEREARBMU R

a) BT R (S 43, 2014 FHR 3D

b) MR T AR s

o) B VAR (AR 5 &, 2014 FERRIT 5.1

) BRI (WSS 8.1 A1 8.2, 2014 FEhR ) 5.3)

e) B 7 EEMBIERISE &M (I 8.4, 2014 FFRHT 5.3.3.1) ;

£ Heg ViR (WA 9 &, 2014 FFRRP) 5.4.1)

TEVEREA S L N AT REPE K TR, A ST B R AT B A A SR 0 R 52T

ARSCA p A N BRI AR b AR A 350 7 A R R AR

A 4 E AR TR e R Z2 22 (SACITC 76) JHH .

AR E AL, WL RS WL 3 )5 AR A TR A

AT BN

ASCA B FARES SCAE PR R A R AT B LA«

—— 2014 FEE KA AR 2086 5 /A t5—7—2014;
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RRPAMEBZRANNE RHEEE-FEERIEE
1 SeE

AR IR T AR R OO RE 2R VR €3 - A3 BT 1 I o TV
ARG TR AR WRAGTERE . KRR 7RI IO 7R R A R R 2R R E
A A PR 1.0 mglkg, & B IR 92.0 mg/kg.

2 HEMSIRxH

TN AUSCAE R P9 AR I SO R 5] A AR ST A AN R b [ AR e v B R 51 R SO,
0% B S N IRRCASIE F T A SO AN B 5 e, oo CEESFTA IS0 &M A
A

GB/T 6682 43 #1556 28 FH K FURS A 56 5 i

GB/T 20195 #h#talkl  lFEfH] 4

3 ARIBFENX
RAFEA 75 BT ARER & o
4 [RIE

A R 2= =R ORRIETER I, £ % O — AR e mE 1, ARG TRE 738
AR EONEE AL, O EE - A R A 5, L UL FOAR v 2 e, AMnidoE B

5 ISR

FrAESTAE, A 5B 4l
5.1 J/K: GB/T 6682, —%Z.
52 Hg: ik,
53 HIfE: ik,
54 4B faika,
55 W tikal,
56 Z=AOBMHEM (2%) : HER20 9= LR, IKEMIEFRFERE1000mL, R,
57 LW TR AN (5%) « PRI g4 %Y 4R —8 (EDTA-2Na) , IN/KIEff Mk & 45
£100mL, R4
5.8 Z/KIHFW (10%) : HL 10 mL &K, I/K#REEZR A 100 mL, JRA].
5.9 ZALHEET (10%) : B 10 mL 20K, INFEE (5.3) MikeE 24 100mL, JRE.
5.10 HERE-HERIAW: FREN0.63 g R (5.5) , H100 mL/KiE g, FIIAN4mLFER (5.2) , H/KE
241000 mL, JBA).
511 WERE-HER LR : FREX0.63 gH RE: (5.5) , 1100 mL/KIEME, FHIMA4mLEER (5.2) , M
LNiE (5.4) EAAEL1000mL, .
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5.12 EVEW: WERE-HRRIET (5.10) FIH - CIBEHR (5.11) AR E.

5.13 FREMEIAM (1.0 mg/mL) : FRE12.19 mg CREf%0.01 mg) #hEZ2 KM K (CAS: 21736-83-
4, 4ifE=98.5%) T-10 mLAENM T, MUKEM, E&. T2 €8 Clifr, ARUHINH.

5.14 FRifErp VAR (200.0mg/L) = AERIFE ORI R ARAERE A (5.13) 2.5 mLT-50 mLAE
FREEHR (5.12) MkItes, R, T2 -8 Clift, HRH14d.

5.15 VA BYPHE F A2 e[ A AL ME: 60 mg/3 mL, BLPEREAH 3 .

5.16 fHfLIEME: 0.22 um, HHLHR.

6 UFEH

6.1 RAHEIE- R BCHRmIE E R (ESD .
6.2 it R-F: KN 0.01 g A1 0.01 mg.

6.3 B0l FEIHEAME T8 000 r/min.

6.4 B IFYAL.

6.5 [EAHARRE .

6.6 ZWKAL: IEFEEL °C.

6.7 MRJEIT: K5JE=20.01.

7 tEmElE

1% GBIT 20195/ & AE M, £/0200 g, FyfEfd 4308 0.425 mmfLE ) 44T, 78R ST, N
AR . DR, 5 —8. HAERRN) LR B TR AL, s AR /N T 07 7% 2 = R 30%
FIEREE &, BN AR
8 I L
8.1 1EH

AT ARG . FREL 259 CRERAZE 0.01 ) AT 50 mL ¥R} B0, HERIINA 23mL =&
LR (5.6) « 2mL EDTA-2Na & (5.7) , A HEHL 20 min, T 8 000 r/min &.0» 5 min, #F% I
EWER R 50mL BB, EERI-KIFEO, A EIER, R . ERFEE 3 mL FEUK (Vo)
210 mL ¥R EOE T, HZUKER (5.8) HY pH EZ 4.7+0.2 )5, T 8 000 r/min &0 5 min, %%
.
8.2 %1t

IR 3 mL FEEAD 3 mL AEALFEARZEECME (5.13) , RS A T (8.1) &fidts, 2% 3
mL 7K (5.1) F13mL FEE (5.3) ek, dT. FH3mL ZALTFERW (5.9) B, YRR T 40°C

AT, MM 3mL (Vo) B (5.12) , ffLiEE (5.13) 3E, 5.

8.3 ERILEARERIIFRIIFIE
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BOE B RPMER AR (5.14) , AT HRFES (7)), MR, % 8.1~8.2 LIRALTE, {15
B FE 57 VS HC bR UE R FIE R KB IR 2790048 0 pg/mL. 0.1 ug/mL. 0.2 pg/mL. 0.5 ug/mL. 1.0
ug/mL. 2.0 ug/mL. 5.0 pg/mL. 10.0 pg/mL F& 5 ICECARvE R AR s FHILES -

8.4 UHR/RBELH
8.4.1 HHEBIESELMN
WA S AT
a) it SRAMHEAER (HILIC) A, HK50mm, W t2.1mm, Kiftl.7 pm. ECPERERH

b) WEhH: A HERE-HIRVER (5.10) ; B: HRRE-HIRZIEAER (5.11)
C) BB, BEMARET WAL

d) FEE: 0.5 mbL/min;

e) Hif: 30°C;

f) HiFfE: 5L,

*® 1 BERIER

)/ min Al % B/%
0.0 0 100
1.0 0 100
1.5 50 50
3.0 50 50
3.1 0 100
5.0 0 100

8.4.2 [RiEBE%£HG

RS AR

a) HE AN HBZEHE, EEFHENA (ESIH)

b) &7 2 &RMEN (MRM) ;

c) BAHEHE: 05kV;

d) B FASEE: 550°C;

e) WL¥EH<AE: 1000 L/Hr;

) FA. THRAVEAES, RSOy E ARSI AE S
9> MRSt HEFL B RAIE B A LR 2.

*2 AUMBRNEMES TN EEBTHMIZEEESZE

&Y BE¥F (m/z) FEF (m/z) HEFLHE/V | REfEREE/eV
98.12 34
KB 7 351.2 30
207.2 22
T

8.5 ME
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8.5.1 ERILE A RTBRARALR RN E

FEAX SR MR SR AE T, 2 B UL BCARAE R TR (8.3) MIBUREIA R _ENLIGE o 2 5 U R hm M TR
R 3R BB 0 (i LB SR A

8.5.2 &EM

FEA RIS A T, AR T P R %5 3R 10 R B I 18] 2 5 B S UE AR v R BT GIREEAH 24D Hhok
MER O RBE IR — 2, AR ZE £2.5% 2 . IRYEFR 2 EFAEMER X, HAnARHE E bk
L5 2R M 00 125 X RO X 2 1 = B 5 YR PR T R e o 2 79 T ko 2 S 28 ok RO AR X 8 R

AR Z AR 3 UE VL, R E e dh A KRR R

*3 EMMRIEFENBETFFEENSARTRE (%)

FEX 2 FE /(%) >50 >20~50 >10~20 <10
FEVF IR B KA 22 /(Yo) +£20 425 +30 +50
8.5.3 TE=

FEACER AR TARSRAE T, ZEBULECHRUHE RIS TR S PR B b ie, RASMR L E 8. DRI
PC PR AE VR h O RS 2R (I TR AR N AL AR, u%ﬁ@mh@ﬁ@¢k%ﬁiﬁmfﬁﬁ$ﬁ | 8 o
VLHCHRHE TAE 2k, HAHOC REUNAMICT 0.99. TAFF VAR 5 4557 VL ECHR VAR RO RS 3% 1R Wi S A 251 7
FEACERAST I MG N o 4 alRE i LR P R 2R MG LI, AR e vk BT, FH 2 3 i o i B i ik
AT E T E

9 HIEBIEALIE

AR R B R & B DR B Bwkor, BAONZRRT I (mgke) » 2 mifHERZa (D 5,
R HER R (2) T

_ pxV XV, xlOOOX N
V, xmx1000

H_r:
p——Mﬁ@E%%ﬁ%ﬁ#%ﬁ¢k%%%%ﬁ%ﬁ§,$&%ﬁ%ﬁ%ﬂ(mmu:
H, A=A (mL)

AU A E %%R,ﬁﬂﬁ%ﬂ(mu

ﬁmlF,ﬂﬁ@@M%V%ﬁ,

WA, A=A (mL)

FiE, AN (@) .

Axc, xV xV, x1000
w= X ) soevveeeeeecececenttetttiitiiieiitenttetttiitaiencacanans (2)
A xV,; xmx1000

A
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A—— BRI OO B 2 (1 b e T A
Cs—niE TARW B KM B RIFEIRE, AN REZTT (ug/mL)

V — PR RBGR R AR, =T (mL)
Vo —— BT R & E #AR, A2 (mL)
n—— @ MLV, WRRE R R £
As—riE TARE T KR R A il g A

Vi — R BTSRRI AAAR, AN =TE (mL)
m —iXFE R, BN (@) .

2 5 P AT SR TA R, (R =R A

10 HEE

K

FEERVESRAE N FAT R AL E 4528 5 H AP I E R LR 2 A K T2 HE AT E1120%.
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Misk A
(R
ANEEZERLEFERSREES FRIEE

Al AUBHERLEFERTREESTRIZENE AL
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