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National food safety standard

Determination of gentamicin residues in animal derived foods by liquid

chromatography—tandem mass spectrometric method
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5.1

511 ZJi§ (CHsCN) : a4l
5.1.2 HfE (CHsOH) : faifhal,
5.1.3 HIiZ (HCOOH) : a4,
5.1.4 B&EZ (CH3COOH) : fhifal,

5.1.5 2% (CH3COONH,) : fhifal,



5.1.6 L T ERAT (CeF103) : fhilhéli,
5.1.7 =& L& (CCICOOH) .

5.1.8 Zfi&U 18 4% (CioH1aN2Naz0g) «
5.1.9 B A (KH2POs) -

5.1.10 &7K (NHsH:0) .
5.2 jARECH

5.2.1 15%Zfk AW : = EUEUKLS mL, I H EERRE 2100 mL, BLUAHBUR .

5.2.2 0.3%ME VA : FHUEAER0.3 mL, FI/K#RE 2100 mL.

5.2.3 WHERERZZ P : FREUBEIR —&411.36 g, FI980 mL/KiAME, 2 mlin N2 %l .8 —450.15 gf1 =
W20 g, WIRAIFFHKFRRE1000 ML, E4CHLAE, AR —DH.

5.2.4 2 mol/L LB :  FREN LB 8215.416 g, FH /KA R JF#%6 BE 22100 mL.

5.2.5 0.1% F ERVATR (52 mmol/L Z. B84 = B2 mol/L Z B2k vAl mL, HEg1 mL, FI/KFBE%1000 mL.
5.2.6 0.1%H IR L IEWA: WHERL mL, A Z/iEF%E 421000 mL.

5.2.7 1% U5 | IRETBEFR VA : = HL0.5 mLF-L& T BRIF, H0.3%MNS MR /A Wik 2250 mL. B A BLAC .
5.3 frfE

5.3.1 K& Z (Gentamicin, CeoH123N15021, CASE1403-66-3) : 4li[F>94%., H 1 C14H 4> & & 431.0%,
ClatH 4y &8 N22.2%, C25C2atl 448 N46.8%. &M & B BERIAFE A KR, NASE,

AT LR A B B2 73 AR v i o
5.4 IR R &

541 fRMER W BUR KT RIAMEMZI10 mg, KE0HZ20.0mg, FIKEM MR EE 1 mg/mL 5
HEI 5, 20 CCROLIRAT, AROY6NH

5.4.2 FRiE VR AEREEUR R B R A VA OE R, 1% O T RET RIS AR A, 153K
KEFRWEZ N0 pg/mL. LI .

5.4.3 RHIFRMETAEW: MEFMEDURKE R RS R, H 1%L T REFRRISEmEES, 9
FIPRKERIE N 5 ug/Ls 10 pg/L. 50 pg/L. 100 pug/L. 200 pg/L. 500 pg/L (i ik C1 AN
1.55. 3.1, 15.5. 31.0. 62.0. 155 ug/L; K AKFH & Cladlsrh 1.11. 2.22, 11.1. 22.2. 44.4, 111 pg/L;

R K C2+C2a 410 Ny 2.34. 4.68. 23.4. 46.8. 93.6. 234 pg/L) HIbpUE TAEWR . BLHIAL



5.5 ##}

5.5.1 AR PHES 72 e [ AH A R . A4S 960 mg/3 mL, BUAH 3.
5.5.2 ALK RIEK: EEH (PES) #fLIEME, 0.22 pm.
5.5.3 BERNEFE /M
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6.1 A (il R PTIA: 5 B TR (ESD .
6.2 43HT R F: B 0.01g F10.000 01 g.

6.3 WEmRIRE 1Ko

6.4 HLSHHL.

6.5 A IEVEIL

6.6 AR O FEIECAMIK T 10000 r/imin.
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7.2 MENRE

-18 °CLL R A7
8 MELE
8.1 $2H

FREGARE (240.05) g F 50 mL &0, I 10 mL B ER Eh 22 vl B, SRR S) L min, #EAE4R
I 5 min, LA 10000 r/min &> 10 min. B EERR T 55— 50 mL B0 8 . R FOINE IR £h 2 i 4 mL,
RSN, SRR B R sh 2 rPBUE A & 15 mL, WRBEIR ST, e BV, AR A ZE U
1

8.2 &k

TR A Y PH S 7 A8 AR R B 5 mL K 5 mL v 4k, BX 7.5 mL B4 R B4, TR, KIH
/K5 mL FIFEE 5 mL ke, 4T, A 15%%00 I 5 mL e, WSCHEBEBLRT 10 mL 2Rl B0,
T 40 CFHAAREIET, A 1 mL 1%t | BRFFRREKEE, omiE H 0.22 pm JE E,
TRV IR R AN, AETROR R - R IR B 5
8.3 EFRILEAR AL AIHIE

HUZS IR, 47 0RI<7 27 KBRS, SRAF RS R, A0 DR B bR AR mL, ¥
IR ZEIT T a1 2 R A, SIS pg/L. 10 pg/L. 50 ug/L. 100 pg/L. 200 pg/L. 500 pg/L
(19 2 5 B R VC e AR 1 TAEA W (LR R K& R C1414) 91,55, 3.1, 155, 31.0. 62.0. 155 pg/L; KK
FRCladl/r N1.11. 222, 11.1, 222, 444, 111 pg/L; JRRBFH R C2+C2a4l /5 72.34. 4.68. 23.4. 46.8.
93.6 234 pug/L) , HEIRAH - SR BT RS SCGIE o DA A KRR S - IR T AR O AL ATR, itk v
TR BE R A b, 2ot BE SR DU RCARAE I 28 o SRS 1A 77 FRRIAR DG R AL, AFE R R KB R &
il R R T T, FHAE S 2 1 R S Vs VR R R 2 b A it 2 2 P Y TRl P 5 R AT €

8.4 ME

8.4.1 MEBIESHE RN
a) ik EC-Cg (3.0x100 mm, 2.7 pm) mliff 2

b) HiE: 35°C;



c) JiiE: 0.4 mL/min;

d) FHFEE: 10 s

e) WEIH A: 0.1%FEIE (&% 2 mmol/L ZER%) : WshAH B: 0.1% I s
) BEEVEMAR TR 1 R,

* 1 BERERF

A Cmin) A (%) B (%)
0.0 90.0 10.0
1.0 90.0 10.0
4.0 70.0 30.0
4.1 5.0 95.0
5.0 5.0 95.0
5.1 90.0 10.0
8.0 90.0 10.0

8.4.2 RiESEXMH

a) BTV BT B TR,

b HiR: EE T

o) RTT: 2 NI

d) BEFIREE (TEM) : 500 °C;
e) BTbHE (IS) : 5500 V;

1) (CUR) : 172.368932 kPa (25 psi) ;

AT

AR

AT

(GS1) : 344.737864 kPa (50 psi) ;

AT

e

S1+

g)
h) 4B (GS2) : 344.737864 kPa (50 psi) ;
D EME 8 BT RO S AR AL H R A AE R LR 2,
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322.1% 95 20

K K% % Cla 450.2
159.9 95 30
= 322.1* 105 20

PAER 464.2
C2+C2a 160.1 105 25
PRRFHZCL 478.2 322.1* 105 25




160.1 105 30
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8.4.3 EMME

IR A it € T % B P 1) e o i ) R B ST ) €5 B e DR A 12 15 7 9 R A 1 s € T W )
AL TR IRE Ik o BURE IS AR AE S TR 0 DR B N B0 22 4E £0.1 minBAPN s BRI B AR & 1
FRE, NSRRI R BT B 74— B KA ZE £40%.
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R EI B A 30 (D MU RN R BB EX e Xctas Xearcoar FHEAI (2)
e B H oy R B A MRS 2 R R S H TR =

X = C, x AxV, xV,
A xmxV,

...................................................... (D
X (uglkg) =X c1t Xciat XC2+4C2a weveeeeeeeeiiiiiiiiiiiiiiee (2)
e
X—— R B IR K B2 R P2 7 (AR B & (pg/kg) » 70X civ Xctas Xcoscoa®orn:
Cs— X MM H R K 35 3 L4 2 IR FE (ng/mL)
A—— R R DROR % 3R AL 0 )t il I T AR

As—XH IRV R DK B 3R B4 (1 i i i A

m——XKEH R E (@) ;

Vi—& R SRR (mL)
Vo——d ki BRI (mLD
Va— AR B (mL)
X

BB POR R S AR R (pg/kg) -



10 M EREE. ERE. BEE
10.1 REE

AT B s TSULAL BENE . FPREATS BEALZ DL R3S S A AR 05 b i) 5 B ROV 10 polkgs A
IR N5 polkgo

10.2 JEHE

A T7E R K FRAE10~10000 po/kg AR MR EE KR, DROK 8 2R 70 e %% 41 73 1) IRl W 3 Ly

60%~120%.
103 BEE

A TT AN AR BRI 22 <15%, kA1 FE AR i 22 < 20%.



Mg A
(ZERME)
RAEBZRINEAREEEFRILE
RREZFERKZ (100ng/mL) EESFEIEEIILE A1 - EA 3

Wi 7 . MRM (478.2>322.1)

35000
4.49
30000
25000
20000 —
15000

10000 —

5000

0 r ; ; , L- . . . It/min

Al RABZC FRERBREESTEIERE (RT = 4.49 min)



] 87 A MRM (450. 2>322. 1)

40000
35000
30000
25000
20000
15000 —
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4. 49

It/min

EA2 KRREZCAERREESTEILE (RT = 4.49 min)

] 87 A MRM (464. 2>322. 1)
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KA. 3 PRKEZR C2+CA2 prik e B 1k K (RT = 4.49 min)




