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National food safety standard
Determination of aminoglycoside residues in aquatic products by liquid

chromatography-tandem mass spectrometry
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— AT S MM E, A NERER. “EER FIKRRE. KNER. ZhER. #

= B. KRER. HiEx;
— R T b EE VL CRIERIVEE YR R A, SRR,

EE T A ET AL TE, BURMEBEIR sh IR U, SR 707 BINC AR AU & Cus [ A AU 3t

1E;
— AR HE R RN R AR R AR R VAR R 10.0 pg/kg 0 AMEHONRIREE =
WA BRI R 1.0 ug/ke, HERE IR 2.5 ug/ke, RSN T J575 € EIRME -
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ASCHHE 1 /K7™ i 11 R SR 2R 25 5 B B AGH I R R AU € - BB 0 < T v
AR E T, AT il P EER. DEER, REER. ZMER. iER. fKRAE,
WEHERR. FRER. KOWER. WER B. KAFERIL 11 a2k & 0NE, HAl

T H ST r ) P R S S e R RS 5| TR AR SO AN T D R 2% 3R e, 3 E AR 51 R S A
A E AR LR AR SE B T A SO AR A S SO, ol ok CRUIEEFTA MBS 1EH T4
A
GB/T 6682 4315246 % A /K A% FIER 7 %
GB/T 30891 7K™ it AN
3 ARIEFENX
AR SCA PSR TR ST E AR FIE S
4 JRIE
BRI BR (M R B 25240, FIREIR ERGR MIBER B, 31 B 325 3] AH A HUAE A Cg [ AH 28 HUR:
AL, R RS- B B O, B INAM R E B
5 ik FIFARARE
B RE S, BT R N AT El, KNS GBIT 6682 MLE I —ZK.
5.1 5
5.1.1 &5 (CHsCN): a4l
5.1.2 HE (CH;O0H): a4l
5.1.3 =& H 4t (CHCl: faifhaf,
5.1.4 Hg (HCOOH): fuifal,
5.1.5 g% (CH;COONHg): it
5.1.6 LH T (C4HF02): 4/ =99.5%, ikadi.
5.1.7 =8 4 (CCI,COOH): 4 =99.0%, 4t.

5.1.8 /K (NH3-Hy0): 4 25%-28%-
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5.1.9 BEfR -S4 (KHPO4).

5.1.10 Z. &V 2.1 —%4 (Na,EDTA -2H,0).

i

5.1.11 A5 (KOHD.
5.1.12 &8 (HCD.
5.2 [ARAIECH
5.2.1 HREUR: REUEERE 4T 1.36g, I 980 mL /KR, F 1 molVL [IEhERE pH £ 4.0, 2HII0A
LW R 40 0.15 g FI =S 4R 20.0 g, IBAEHFHFRE A 1000 mL.
5.2.2 50 mmol/L iR —AATAW (pH 7.5): FREL 1.7 g WEFR &40, I/KIEMIEFMBZE 250 mL, 5
mol/L FE AL FIATR I pH £ 7.5,
523 Vel HEMREEZ S 400 mL, 7K 100 mL, B2 5mL, -G48 325 ul, VRS
5.2.4 W FRILLERE 0.019 g, AN ZHE 75 mL, 7K 25 mL, HR 250 uL, HEIHFIRE].
5.2.5 1 mol/L #hIRVA R : HUEEER 16.7 mL, AH/KHMiREZ 200 mL.
5.2.6 5 mol/L E L : FREVE AL 56.1 g, FH/KVEMRFFMBEZR 200 mL.
5.3 trfEm

R, DRER. 2UER. ZNER. FEE. POKREMNERE RS E=98.0%: RI%E
FMAE R T E =95.0%: W HB R B A E= 90.0%; KRR E>90.0%, HH CHS &8N 25.7%,
Cra B &8N 24.3%, Co2F (CotCoatCo) 7 E 8N 50.0%. FIRFRAEM AR, 731U CAS
ARSI A
5.4 FREBERIEIE
5.4.1 ARUERERIR: AU SR SR TS, RS E, KB ERT 100 mL A&+, B
BRI FES50M 100 pg/mL B MRAEE &R, T-18 CHIRIEOE IR, B0 14H.
542 WBEIMEFENR: 7 BIERFSEUE & 100 ug/mL BARUERE S, KRB E AT 100 mL %
=, BHIRERER. RBHEER. WEARHERIKEYN 04 ug/mL: ZWHE. POKRE, 245
R HRERIKELN 1.0 ug/mL; KWEFR. BI5R BIKEYN 2.0 ug/mL; FrERIKEN 4.0 ug/mL;
PRRKF 2 SR N 4.0 ug/mL (PR -G ARMERE 2, HP R KRER Cr WEN 1.028 ug/mL, JKRFH R
Cia WREEHN 0972 ug/mL, JKKFFE C2F (CotCotCay)  WIEHN 2.0 ug/mL, 4 CHIRLE.LAEFIRTE,
AR T K.
5.5 ¥
5.5.1 4y FENZEEAHAEEUR: (MIP Aminolycosides): 50 mg/3 mL BiAH 4% .
5.5.2 Cig [EAHAEEUAE: 500 mg/6 mL, BIAH4# .
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6.1 JRAEBRILE-BEARIE: BHEMTE S I (ESD.

6.2 THIRI: K& 0.00001 g A1 0.01g.
6.3 ENRAHEEILHL: 10000 r/min.

6.4 AIEESES.

6.5 pH it.
6.6 =B = H LA LTI .
6.7 EHEZERRE .

6.8 FMIL.

6.9 HBAEEHEEL.

6.10 ZRIELE: 10mL, 50mL.

7 RENFIESRE

7.1 AR &
% GB/T 30891 Fff= B [ ZE R4
— BB RIHEREE L, A iR
—— AR M AR, 1R AR

GB  xXxXxXXx—xxxx
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7.2 RHENRE
-18 CLL R RAF -
8 MELSE

8.1 $=2EL

FRECGEEL (24£0.05) g, BT 50 mL BEELE S, A 10 mL $250#, WHEES 1 min, @42
HC 10 min, FH#RIEIES] 1 min, 5°C10000 t/min 2.0 10 min, A _FERE A —BREOE b, RER
HI 8 mL $RBUREE LR E SR K, G IF B, IRA)E RARBUIUE A 20 mL; #EMIFZEL S mL
iR R AR BGRE 5 RO, UK pH & 7.0~7.5, I SmL =& F ke, F85rikliE

V2241 1 min, 4000 r/min 250> 8 min, HY FiEWA 41k

8.2 4L

MIP [E B R 1 mL B EZ. 1 mL 50 mmol/L BElE — S ATEAL, A AT n N [ FH 2
HOREA, $EHRIEL 1 /2 s 205 3 mL KA1 3 mL ZJEwkse /N 54T, 2 2 Hlk.
Cig [BEAHAEURE ] 5 mL Vel i G4k 5, B 4fE MIP A R J7, [ MIP #E00N 2.5 mL BElek, Uk
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ST 10 mL BEEQE P, AR R L7 MIP RSB, B 0.5 mL BB T Cis
Ferb, R AR T R — SR O R, 45 C TFAAMRT, NN 1.0 mL IR, 0.22 um
WURRIEIEI U, BV N AT SORL YA 3 I ERE N, BIBUR €005 - H T BT 0
8.3 EFUAMFRETIEMZAH &

FREX 6 G BATEZS FIRES:, &7 (2£0.05) g F 50 mL 3RO, BN 5 4l 10 gL 50 uL.
100 uL 250 uL 500 uL JEEFRUERIAI, 4% 7.1 A 7.2 34, ECHR R 515 BRI InbrdE TAEW, Al
- B BRI A bR R 2R 9 JE SR TR I bt TARTBORFE W3R 1, Horh KB R AL R 4031
J95.0 ug/L. 10 ug/L. 50 ug/L. 100 ug/L. 250 ug/L. 500 ug/L. LL&FRUAED) I EE B 1 (0 i 0 ity 0 i
ORGSR, AHBLIIR B ASRR, MR B INbRE AR M2k, SKIR1E 5 AR G R L

1 SEEE LA RIEFRRINIRETIEZRE

e FE SR INbRAE TAE 2RI (o/L)
- s1 S2 s3 S4 S5 S6
ElER
RIER 0.5 1.0 5.0 10 25 50
WA 2=
YEER
R oK R A
— 1.25 2.5 12.5 25 62.5 125
AIER
HER
KM ER
. 25 5.0 25 50 125 250
HERB
AR 5.0 10 50 100 250 500
RREFEZRC, 1.28 2.56 12.8 25.6 64 128
RKFHZCra 1.22 2.44 12.2 24.4 61 122
EE’/\C Sk
IRk 25 5.0 25 50 125 250
(Co+Coa*+Cap)
8.4 ME

841 BIESE LM
a) taifE: Obelisc R # (2.1 mmx100 mm, 5um) b, BiAH23
b) HiE: 30 C.
c) FFEE: 10 uL;

d) Ji#: 0.3 mL/min;

LARR AR A B ARIE R A S ARSI, BRAC A BRSO N TR BES T, JEAW L E ), SUihR
HEAE T AN A R S i il
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e) MatH: AN 1%HMER (& 2mmol/L L), BN 1%FERLNE (& 2mmol/L LR ),

BR LUt 2% A W3R 2

R 2BEIR A
18]/ (min) A% B/%
0.0 10 90
5.5 10 90
6.0 97 3
13.0 97 3
13.1 10 90
15.5 10 90

842 RIESERKH
a) BTUR: MM E TR (ESD
b) 7 ER
o) Al ZRBEEM (MRMD ;
d) B ke iRE: 325C;
e) FAIREE: 350 C;
f) Wi HE: 3.5 kv;
g) FALIRE: 8.3 L/min;
h) #HBHAAUE: 5.3 L/min;
) RS
§) 11 FREIERE A ety s R T RO R LR . Rl R R S B LK 3.
*3 SEREXAAYEN. TEBTHRMNAHETLBE. MiEEE

A SE M BT SE BN HEFL LR filh 4% g
&
m/z m/z \Y, eV
\ 616.3>163.1 12
XS 616.3>163.1 46
Bz 616.3>293.3 19
351.2>333.1 19
K2 351.2>333.1 75
351.2>207.1 22
B 468.3>163.1 23
TER 468.3>163.1 63
468.3>324.1 14
485.3>163.1 25
RIRER 485.3>163.1 67
485.3>324.1 16
) 528.3>352.0 22
WERB 528.3>352.0 85
528.3>177.1 28
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8.5 ME X

540.3>217.1 26
ZEHER 540.3>217.1 78
540.3>378.1 17
582.3>263.0 32
BEEER 582.3>263.0 159
582.3>246.0 38
584.3>263.0 30
MAFEFR 584.3>263.0 114
584.3>246.0 37
586.3>425.2 18
kR 2 586.3>425.2 84
586.3>264.0 26
615.3>293.1 23
ER 615.3>293.1 88
615.3>455.2 21
478.3>157.1 28
RKRKER C1 478.3>157.1 70
478.3>322.2 20
450.3>160.1 30
JRKHEZR Cra 450.3>160.1 70
450.3>322.2 20
RRER 464.1>322.2 18
464.1>322.2 70
(Ca+C2a+Cap) 464.1>160.1 30

8.5.1 JEMM E

FEAR FITIAR 25 A T o AR VA VB A U0 £ i 7 89 7 A ASC 85 00 52 T 9 BT A o kR v 55 D000 I )
O B I 18] 55 5 78 I ARV P AR D o 1 O B P T4l 22 4E£0.1 min 22 Y, ELsCRE A 4821 73 1R 85 1 A
Xof = B 5 R FEE A T PR VAR b o AR - AL 0 B AR R — 3, A VR 2200 £40%.

8.5.2 EEME

W alRE B BN 2R 51 SO IR AR TAER ENLINE, AR B i a2 e, DARRAE 2 1 o B (s i e T A
e, RIS TS . OB AR ARl A0 1A v 2R Y5 2 ASCRS I 5 (R RS TRl PAY o 2 s s v

VIR 2 B M W % P L B SR B
8.6 =RHINIE

B HRE, BRASINZAL, K 58 AR R I 5E 20 BREEAT AT B
9 BRITESRR

AR TP R B R B B Bt 2k i (1D 5, KPP RRERULAE

X - A xC xV xV,

it

' A xmxV, o

X (D

Xi R SRR R AR B &, AN T 5 (olkg)
A BRI B IR 2R 25 W A e TR

As R AT VAR P R SR 2 25 (e T A
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BEJF IR INBR AR R E AR R AWK, A =TT (ng/mL)

V— il R & e w0, BAONET (mL)

Vi — B GER) WM, BN =TH (mL)
Vo——d A AL S BURAAR, ATt (mLD
m AR, A5 ().

e WWEARDTATINE S RIVEAR T IMER R, (RE 3 6A 83T
10 NFAERBE. EHE. BEE
10.1 REE

AHFERER. RIER. WAHERGHERN 1.0 ugke, ERERN 2.0 ugkg; ZEHER. K
TR, ZMEE. BERLHIRN 2.5 ugke, EEMRN 5.0 ugke: KUWEZR. WHER B RHEN 5.0
uglkg, EEIRN 10.0 ugkg, HEHFEMLIEN 10.0 ugke, EEIEN 20.0 ug/kg: A=A LR A 10.0
uglkg, EEMRY 20.0 ugkg, HPPRKER CHDKHIR)Y 2.57 ugkg, ERIRN 5.14 ug/kg, KARE
R Cr R RN 2.43 ug/kg, ERIR 4.86 ughkg, RREZR C2 2 (CrtCotCa) A HIRA 5.0
uglkg, EEFRN 10.0 ug/kg.
10.2 JEFHE

A FEERER. RIRER. WA HE R 2.0 ugke~50 ug/kg, “EHR. FKkERE. ZAFR.
BERERAT 5.0 ug/kg~125 ug/kg, KWMEZR. WIF R B 1E 10.0 ug/kg~250 ug/kg, HraZ={E 20.0 ug/kg~500
uglkg, RRBEZRTE 20.0 ugkg~500 ugkg (AR REZR C4507E 5.14 ng/keg~128.5 ug/kg, Ci 7
4.86 ug/kg~121.5 ug/kg, Cr 2 (CotCotCap) HIMTE 10.0 ug/kg~250 ug/kg) WM P [N
70%~120%
10.3 153 E

ARTIERE AR BRHE R 22 <20%, kAR AR (i 22 <20%.
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MisE A
(RS MM R)
[EBEELAYRLEZR. 5 FRAMCAS =

FAN N MEEFETLAMRICBR,. 57FRMCAS S

&M PR 7 CAS 5
R HER Paromomycin sulfate C23Ha7 N5O15S 1263-89-4
Spectinomycin
NN SN dihydrochloride C14H36 ChN2O12 22189-32-8
pentahydrate
BN HR Tobramycin CisH37N509 32986-56-4
IR K= Gentamycin sulfate Ce0H127N15026S 1405-41-0
MR KR ER Kanamycin sulfate C1sH3sN4015S 25389-94-0
H&ERB Hygromycin B C20H37N3013 31282-04-9
Mg 2 R Apramycin sulfate C21H43N50158 65710-07-8
MEREER R Streptomycin sulfate 2C21H39N7012-3H2S04 3810-74-0
INOVERE SN Dihydrostreptomyein 2C21H41N7012-3H2804 5490-27-7
sulfate
R Amikacin C2H4NsO13 37517-28-5
MR Neomycin sulfate C23H5:N6025S3 1405-10-3



http://baike.molbase.cn/cidian/27253
http://baike.molbase.cn/cidian/1201758
http://baike.molbase.cn/cidian/1554845
http://baike.molbase.cn/cidian/64298
http://baike.molbase.cn/cidian/268595
http://baike.molbase.cn/cidian/1554431
http://baike.molbase.cn/cidian/27184
http://baike.molbase.cn/cidian/279421
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= 3000 1
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< 20000 &ﬁ 2
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£ 5000 I
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RT: 0.00-15.50 SM: 15G
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RT: 0.00-15.51 SM: 15G
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= 4000 9
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RT: 0.00 - 15.51 SM: 15G

RT:7.57
|
16000 | 464.1>322.2
z i
3 12000 ‘
£ 8000 \
"~ 4000 ] 13
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£ 4000 il
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Time (min)

B. 1 REMEEHXAYEFRMINER RS R BN i E
I-BEEZR 10ug/L. 2-KMERS0ug/L. 3-ZHBER25ug/L. 4-FPER 1.0pug/L, 5-BERB
50 ug/Ly 6-REBZE25ug/Ly T-HEE 2.5 ug/Ly S-WNEHSE 1.0 ug/Ly 9-FKFEE 2.5 ug/Ly 10-
HFEZ100ug/L. 11-JRABE C12.57 ug/Ly 12-IKABE C1,243 ug/Ly 13- KABE %

(Co+CaatCab) 5.0 ug/L, KABZRELES 7 10.0 ug/L)

12



