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National food safety standard-
Determination of aminoglycoside residues in bee products by liquid
chromatography-tandem mass spectrometry method
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MER. WER. ZAFERREENIE.

2 HeMsImxH

A A R R P S8 I SR P ETE 1 5 R T RS AR SO A AN AT D 1 SRk o e, v HUBA R S| R S
1% H X B I RRCA ITE T ASCAE . ANvE HIAM S SO, HEeiiA CBFEITE FE ) EH A
A

GB/T 6682 43 AT 5256 = FH 7K JE I A4t 56 75 ¥4

3 ARIBMEX
ARSCEA T BT PIARTE R 8 o
4 JRIE

e MG I PP B B 1 250 PR IR o 5 VR G SR IBOI 73 M A543 )5 70 ) 4 TR 45 AR iR B S AR
A 55 B T A e [ AR A UL AL, IR O (i RIS D SE AN E

5 AR

CAR BT, BRARFIRTE B AN D 0 A 2B, KONRTEGB/T 66821 #ILE 11— 2K
izt 51

1 FREE (CHOH) : faiital,

2 BEEARM (CHO,.P,) : 1000-2000 U/mg.
.3E&TEE (CF,CO0H) : HFBA, fhital,
.4 Z B (CH,CO0H) : fhifk4li,

.5 ZE&%% (CH,COONH,) : {hiftafi,

.6 BAfE (HCOOH) : fhifali,

.7 ZBE (CHON) : faifali,

8 ZRRMZER =M (Na,EDTA) .

.9 =& 2 (CCI,CO0H) .

N0 S|k (NaOH) &

11 &7k (NHOH) .
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5. 1. 12 @B — 54 (KH,PO,) .

5.2 AMRECH

5.2. 1 50% B &I H I 10mL, FA/K#EEZE 20 mL.
5.2.203%CBRKBE: BLLIR 300 ul, F/KFREE 100 mL.

5.2.3 WHBERELE MR (& 5% =5 LA 0.4 mmol/L Z &I 2.8 —44) : BUIR S50 1.36g. &
eVl 2.8 — /4 0.15 g =5 2.1 50 g, F/KIEARIHFRE A 1000 mL.

5.2.4 SEMLMIBR (S5mol/L) : EELEIHN 20g, H/KEMIEHBESE 100mL, ¥RE.

5.2.5 ZER$RIA®R (2mol/L) : BULIREE 154 g, F/KVEMEIFMBEZE 100mL, JRE].

5.2.6 ZEAFRESRR: LR 10 mL FTHEE 70 mL, F/KFBZE 100 mL, R,

5.2.7 SUKEESRKR: BE/K 20 mL FEEE 60 mL, F/KFBEZE 100 mL, #25.

5.2.8 ZER$RAR (0.5mol/L) : HNZRE: 3.85 g, F/KIEMIEFMAEZR 100 mLs

5.2.9 0.1%FERA® (& 0.5 mmol/L ZERER) : HUFR 1 mL 1 0.5 mol/L LR 1 mL, fN/KHiR:
%1000 mL, &%,

5.3 toEMREME: #HER. WEARER. KKER. ERK. RIER. ZEER. KUER.
MERMZAAER, HEILH A,

5.4 tREERECH

5.4.1 ¥REMERER: 0 ERFREL 11 FREZEMEHR A HE N 10 mg, F 0.3% 4 TR/K-H LR, FFE
A% 10mL, BCHEL 1000 pg/mL [FIFRAEGER, E TR AR . T-18 CHEE IR, ARUH 3
MHo

5 4. 2REWETIER: B EI 11 M ST R EME £S5 125 ul, T 25 mL H&EMH+, H
0.3% Z IR KT E S B 20, BOH] Rk N 5 ug/mL IR FERETF 25250 S AR e TR, B TR
Fisss ., T-18 CHELRA BB 1 MH.

5.5 HH

5.5.1 JRABSEMAE FATMEHEZERAE: 200 mg/6 mL, ZHAEEE.
552 REBISEMHBE FRMEEZERAME: 150 mg/3 mL, SE%E.
5.5.3 BBEAWERE: 0.22 um.

6 {UBEFMEE

SRR AE B TE- R ER B A F S5 SR .
AEL
EIFRAREILHL: F3% 10000 r/min 5L o
IKBIRH R

AL

SR & 0.00001 g 1 0.01 g.
EEZERRE

pH it
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7.1 WEERIHIE

B 2 e B R 1) 2 e ™ i, R L BERR I 50 PR SR SR Y, RIS LT, B
TN 60 CHKAT A, FFRE R AR RIS, AR SR f S A AR E TR A,
FHA EArad

a) B Jse M ALae b, 9 Bhalilhe;

b) BTG K2 AR dh, AF 92 F R

o) HUJGUE K25 FURE &, A8 NS BRI AR HE AR, 1R Ik RE

7.2 AHENRE
WEERE G T IR T ROGORAE s WA T -18 'C LM R AF .

8 MELE

8.1 1=

RS 2R (54£0.05) g, B ERRE (240.05) gT-50 mL B ZE RO T % T 22Ukt 7
JeNN0.25 gl B AIS mLK, WA, 37 C/KI M2 h) oy IMAN1OmLIERR #.42 rhif, W iEdk ¥ 1 min,
A S min, T4 C 18000 r/min50210 min, B _Ei&EW T 75— BRI ZIEBOE T, FRENS mLiB§iR 52
MR EE R —IK, &7 RiEW, FABREEMEERE£20mL, %H.

8.2 At

IR HEE . 7K %5 mL 73 7 35 A VA A 58 [ B A e A A R | VR & 28 55 BH 125 1 22 8 [ AH A5 X
Ko & WA BRI EEY 20  9 4% P VR AR 48 FRUB o B 45 FH VR A T VR 25 704 55 B B - 42 e [ AH A BIUA:
BRI AR FEEA7.5 mLkGeh T, 5 mL&ok FEEVE RGN, HTAMER. RBER. ©
BER. NUER. MERNZMAER. W&EHRBHIEEMMNEBORY T pHAT.S, EEARIS5HE 7
elE MHAE R, F 7.5 mL/KWRgLHh T, S mL R B IARTRVERL, FH T o s 2. WEBERH R AR K
FR. BV B F40°C FRIREIET, 12 mL 0.3%ZR/K-HFBAEWR (99: 1) Hin, EHN
£80.22 v miEMT IR SNSRI, B € - R T R I A

8.3 HFRILECARERZANE] %

F s ORGSR E TAEROE R, 20 BN 2 52 HURT /A0 1) e 2 sl 1 20 2= (Rl ik s e, 40 °CoK
BRI, A2 mL 0.3% R /K-HFBA AW (99+1) I8 e VA fR IR A1), Be 1] A B 95.0 ng/L. 10 ug/L.
50 ug/L+ 100 g/l 200ng/LFI500 ug/LIEE G ULAC RANR- S AR, TALIERGEIE, AR A5 -5
B B 0 5 o AR A7) () W T AR R N AA A, R L PRI T T R P R A b, e S SR VT AR i 2R, 1
SR 5 FE AR S R 5

8.4 JME
8.4.1 RHEBIESELYG

a) il Ceift: (100x2.1mm, 2.7 um) BiAH4 %,

b) WEIA: ARH: 0.1%HERVATR (0.5 mmol/LZFRE:) , BM: ZFEIAWL BEBIESE &4 WKL
¢) Jii#: 0.3 mL/min;

d) #EiE: 35 °C;

e) BFER: Sul.
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®1 BERBREM

BFTE (min) A (%) B (%)
0 98 2
2 98 2
2.1 92 8
6 60 40
6.5 10 90
7.5 98
10.0 98

8.4.2 MRitBEXH

a) BT HEBIEE T,

b) Ay R

o) i ZRMEN (MRM) ;
d) TERSIRE: 350 C;

e) THSMHE: 7 L/min;

) FAAETI: 40 psis

g) MR 350 C;

h) S E: 12 L/min;

i) B4HEHE: 3500 V;

j) EFEE T SHRE K2,

®2 ERBETEHRE

WA TR EVEB X RAliE R R, eV EEBE TN LTERE, eV
450.2>322.1 (12
K RKF#Cla ” (12> 450.2 >322.1 (12)

450.2>159.9 (24)

4642>322.1 (12)
szc 2 4642>322.1 (12)
KRB a 4642>160.1 (20)

478.2>322.1 (12)
— 4782>322.1 (12)
IRR# = 4782>160.1 (20)

615.3>293.1 (20)
R 615.3>161.1 (30)
R 615.3>161.1 (30)

584.4>263.3 (30)
WE = 584450462 (40) 584.4>263.3 (30)

582.4>263.2 (30)
BERRR 582.4>263.2 (30)
i 582.4>245.8 (35)

X 540.3 >378.2 (12)
GERER 510352171 (25) 540.3>217.1 (25)

528.3>352.0 (20)
W 2B 5283 >177.1 (25)
e 528.3>177.1 (25)
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485.3>3242 (10)
Bz 4853 >163.1 (20)
&R 4853 >163.1 (20)

351.2>333.2 (15)
W5 2R 351.2>333.2 (15)
ARER 351.2>207.1 (18)

_ 468.1>324.0 (14)
AR 468.1 >324.0 (14)
i 468.1>168.2 (27)

8.4.3 ME.

8.4.3.1 EMMZE

TEAH FRIE 26 A T 5 18R VAV P U R T 2 259 1 O B B 1] 5 25 0 UG P VA S5 o2 PR (A B B (1]
(19 ZE 7E£0.1 min AP, HLRE 5 AR 852075 5 P B 1 IR AF G =5 B3 -5 R P58 0 R0 58 i U PR AR 44 VA ok 2
SEVERS T IIM FE—3, ARV 2 N+40%.

8.4.3.2 EEMZE

G530 HRE R K AR VA VBRI A ISR 2 P 68 o DL RC A AR Y, A B pR i B 22 R v, DA £ i D e i R
BB E FE o i 5T DL IHC A AR VB0 S it Y o 240 1 7 P50 RE 7 AR A AL ) 28 8 9 BBl P o S B 26
LW RRAE R AR AL B 1 €0 0[BT 2 L I SRB

8.5 ZTHINK

B TR, RS IERHEIISN, PG s R AT el
9 GERIERMEL

TRE P R T R W5 B B AR v i 2 B A (D)1
Cout 11000
X=_ " Ag%m <1000

Ve

X — IR AR B SRS B R AR B = I EUE, A RO T 0 (g/ke)s

Cs — 3 0 DG JC AR 10 1 8 AR RE G (1) S S W L SR 20k P (AU, B vl e k=2 7 (ng/mL) s
As — 5 ST VC I s 1 VA AP A L 1 BB T IR 2 e TR AL

A — R A R T WS R 2 i T A 5

V —iFE s AR AR IEUE, AN EF (mL)

m —IRAFEREHUE, AT (g)

[ —WRERRET, AxXdR2.

H: RRBFREHELIKRKERCL, Clay €2, C2aflit.

10 WNFAENREE, EREMEER

10.1 RYE
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KIEGEED R R, WABER. FBER. IKKEHRCL. KRFRC2, Ca. WaEZRMIR K
2.5 uglkg, ERMRAS uglkg: FER. CHER. LMER. IRKERCla. KWERKNR 10 pg/ke,
7E B PR N25 ug/kg.

WERT R R AR R FIE&ER. IRKERCL RRERC2, C2a. W5 # AR S ng/kg,
EERNI0 ug/kg; LHHR. FiFER. ZAHFR. IKKERCla. KUERKBNERN12.5 ugke, E&E
FRR25 ng/kgo

10.2 EWHE

ARITIEWEFEAE 5-100 pg/kg IRINIRFEASE ERIENE N 60%~120%, 1T HKAE 10-100 pg/kg W8 N
FE7KF BRI RS EE R 60%~120%

10.3 HEE

A7V R P AR G AR v i 22 <<15%,  FHk [R1AE G v 22 << 20%.



FIWEE KW TCATR, 737 M CAS T L Al

HEBETRGYNENRIR. 2 FAHMCAS S

M X A
(FERM)

FA N FEREERGYNEXER. 2 FFCAS S
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&4 JEL AR Pan i CAS 5 AFET K gz
b
BEREZM | Streptomycin sulfate | CaH3oN7012-1.5H,SO4 | 3810-74-0 | Dr. Ehrenstorfer.| 89.3%
IR h
MEHE% | Dihydrostreptomycin | Ca2iH4iN7012-1.5H2SO04 5490-27-7 /| DriEhrenstorfer | 95.1%
EXUT 7N sulfate
K K2 | Gentamicin sulfate C21H43N507-H2S04 1405-41-0 | Dr. Ehrenstorfer | 89.8%
TN
BB RN | Neomycin sulfate C23H52N6025S3 1405-10-3. | Dr. Ehrenstorfer | 84.8%
iRk
RAEZK | Kanamycin sulfate C1sH36N4O11-H2S04 25389-94-0-| Dr. Ehrenstorfer | 94.0%
TN
LEER Apramycin CaH4iNsO1) 37321209-8 | Dr. Ehrenstorfer | 81.1%
KUFER Spectinomycin C14H2aN207-:2HCI-5H,O | 22189-32-8 | Dr. Ehrenstorfer | 95.8%
EhIR hydrochloride
WER Hygromycin C20H37/N3013 31282-04-9 | Dr. Ehrenstorfer | 82.4%
TSN Tobramycin C1sH37N50p 32986-56-4 | Dr. Ehrenstorfer | 82.9%
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Minutes

B EN) (BE T HER. WEAKHER. FIIE
Ca. WIFRIKE N 6.25 ng/mL, =K.

EUBH. FABE. K

RER Cla. KMERIKE N 31.25 ng/mL; B ERPHEER. MNEAHEER. FIPER. KAER CLL

KRKFEHR C2,

C2a. WIBEIE AN SngmL, ZEEER. HEXR.

AAifE - KRR Cla. KUWHR






