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National food safety standard-

Determination of aminoglycosides residues in eggs by liquid

chromatography-tandem mass spectrometry method
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AHE T EEPUER. NABER. B5R. FEER. KKER. g, WERBN
T B AR A S S 2 B A DN 1) F A AR € - 5 TR D U M 5E T 9

AR EMTEETRUER. WABER. #ER. FERA. RKERCL KAFERKCla,
POR#HC2+C2a. M RB. WIH KB 2 5 R F RN R 25k B & AR .

2 MetsImAxH

AN R R P R S SRR KT S| IS A SOl AN R AR 25k e, 3 FL I 51 A S A
A% H IR B AR AR & T T A SO AN FR 51 SO, ook (B B s) SR A
e

GB/T 6682 7 Hrsicd s K MRS Ak Uik

3 ARBMEX
ANV T ETE AR RE 3o
4 [RIE

UL IR B I R M R Y] = SR SRR, 2R oK% M AR A AU 4k, R i - A B
WHENE, AMRidEE.

5 tsnFnmR

B A E e Sk, BrARFIE i al, AKONRFAGBIT 668281 5E 1 — %K.«
5.1 X5
511 M (CHOH) : fajaf,
5.1.2 ZJif (CHCN) : fifhaf,
513 HER (HCOOH) : faiftali,
514 FHAME (CsH,0H) : i,
515 ZFR¥ (CH3COONH,) : oz,
516 =5 &4 (CI;CCOOH) .

5.1.7 %&/K (NH, OH) .
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5.2 BiRECH

521 5% —=HLRRER: MW=L 509, H/KEMHFHEEE 1000 mL.

5.2.2 5% HIEAME: MWHEE 5 mL, A/KMREZ 100 mL.

5.2.3 0.1mol/lL ZFEEW: WML 0.77g, F/KIEMIFFREZ 100 mL.

5.2.4 0.002 mol/L Z.JR%% AW : B 0.1 mol/L Z.FR%% W 10 mL, FH/KHBEZ 500 mL.

525 Ve BUHEE 20 mL. SEPAEE 10 mL. 0.002 mol/L ZBRE AW 170 mL, V&%), F RIS
pH % 0.8,

5.2.6 VizhtH A: EUHES 5mL. 0.1 mol/L ZEe% iAW 10 mL, FH /K% % 500 mL.
52.7 VizhtE B: EUHER 5mL. 0.1 mol/L ZBR%: %W 10 mL, FH ZE#F: % 500 mL.
5.3 ¥R

MR AUER. MR EREFERATE>6.0%, MENEHET A MKRES XK. W5 EABEE>92.0%,
IRKBFARCLTLAMRE: . JRKERClaHABREL . TR KERC2TL LML & E>95.0%, MR &HEAB. Mk
W E>99.0%, HARILHFEA.,

5.4 IRERRHIE

541 FRUERERAT: BUbRMEMSERE Y T892 % 10 mg) , FEEME, FKE =M E
BERE 10 mL RAEEEMM, 56k 58 1 mg/mL E’meﬁﬁﬁ%zﬁ FTREHREE O+ 2°C
~8CHRAE, ARUHLINA.

542 REIRAETPENE: HERDONERE R BE R FIIER AL JKKER CL, JKREFR C2+C2a.
W R B M H R ARMEE &% 0.0 mL, KMER. IRKFE R Cla. Hi&E R B bl g &% 0.2 mL,
T 10 mL RNGAEEM, HAMEEAZZIE, WHlBURAVAERRWR, HPWERER. BHE.
RIPFER AL IRKE R CL. JRRF # C2+C2a, WiF# B & FIREN 10 pg/mL, KMEHEZEK.
JRK# % Cla. B R BIKEYIN 20 ug/mL. TRNEETET D 2~8°CLRA7, AR 1A,

5.4.3 RERE TR : #ERBBOR A AR AE R RIVE &, RIS RE, U oS BB 2 BE B
RIRE R AR REE 2 CL R KR C2+C2a. W] % 3= B Ml 52 IR FE 4 7179 0.125 ug/mL.0.25 pg/mL .
0.50 ug/mL. 0.75 ug/mL. 1ug/mL. 2 ug/mL. 3ug/mL, KWE K. KKEFEK Cla. #HEF K BIKESI
4 0.25 ug/mL. 0.50 ug/mL. 1ug/mL. 1.5ug/mL. 2 ug/mL. 4 ug/mL. 6 ug/mL (VR FRUE T/ER I
FHHLAL

5.5 #H
551 SE/K-SEARBAHZEE:: 200 mg/6 mL, EikH %% .
552 JeBHFLIERE: 0.22 pm.

6 NI E

6.1 RHEGE-BEEREN: AABRBEE TR (ESD .
6.2 HTRI: & 0.00001 g H10.019.
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6.3 RHERAEE.

6.4 RHREEHR.

6.5 RIREERZECH: FEAILT 10000 r/min,
6.6 pHits

6.7 HLASIH.

6.8 [EHEERRE.

6.9 BAKEEM.

6.10 RAKER O

7 AEHBIESRE
7.1 R

U R e R S s &R, L5, IR

— R R, AR R

— IR A AR, D

—— IR 2 AR SIS B B AR HE ARG 1928 NI

7.2 RAHERREF
-18°C LA NMRAF -
8 MELSE
8.1 1EE
HUARLS g (MERfZ40.05 g0 F50 mLE MM L, IN5% =& LFR¥AE20 mL, J®iEE 51 min,

PR7% L5 min, 4°C ~10 000 r/mini& 05 min, WefE B, FE/KIATpHETS, % H.
8.2 ik

[ AH AR AR T TR L K5 mLiE Ak, A FHBOE AL, ARUCHIZK . 5% H IR %3 mLitk e, fih
To HIVEBA 2.0 mUBEATHeME, ARV, T, Faie, JERRLIEBLNE, SOt - R I
WA E -

8.3 ERILECHRELZAIHIE

7S ik, 148.158. 2 D BRACHRAF B2 (U R VE W MER RS OB A AR TR %100 wb, FHZ
ARFUARFRREL mL, HIRONEER. #HER. FIERA. KKERCL. [KAKEHKC2+C2a.
HRBM 2 EH R /5 °912.5 ng/mL. 25 ng/mL. 50 ng/mL. 75 ng/mL. 100 ng/mL. 200 ng/mL. 300
ng/mL, KUWHEZR. KRAFHRCla, HER=BIKE 7925 ng/mL. 50 ng/mL. 100 ng/mL. 150 ng/mL.
200 ng/mL. 400 ng/mL. 600 ng/mL¥) 51557 UL FCAR AR, AL - 5 BT A e « LUE R
Fx B R U T AR AR, A B RIARAE VAR B i A bR, efilbriEdh 28, SKRIEDA G FEFIAH G R
5.



8.4

8.4.1

8.4.2

ME
AR TS 225 2% A
a) BRERE: BEEEA, 100 mm>R.1mm, 1.7 pm, BiAH%
b) HHifi: 40 C;
c) FFEE: 5L

d) ii#E: 0.3 mL/min;
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e) Uizt ANWIR- CIREIE, BNTIR- LR CHEHIL BRI R L.

=1 BEEREMH
I ] A B
min % %
0.0 20 80
2.5 20 80
3.5 65 35
5.5 90 10
6.7 90 10
75 20 80
12.0 20 80
J 122 2% A

a) BUE: HEMEE AT
b) 770 BB

c) Ay =
d) W% H
e) ?}’f’t/ﬂ%g

f) A7 30 psi;

g)

ZA S 65 psi;

s 2RV
5500 V;
550 C;

h) SEME. ERE T LR, MR K2,
xR2 EMETX. EEBTIMMHERE

5E 1 B X

R A

LREHE

fill- 4% RE

=

=N
I

el m/z m/z Vv eV
333.1>98.2 33.0

KR 333.1>98.2 155
333.1>140.1 31.0
584.4>263.1 40.0

WABEHR 584.4>263.1 244
584.4>246.2 57.0
582.4>263.2 443

BEER 582.4>263.2 270
582.4>221.4 49.0
485.2>163.2 33.0

KIBEER A 485.2>163.2 50
485.2>324.3 24.3
478.4>157.2 20.8

RKFEZE C1 478.4>157.2 85
478.4>322.2 27.0
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450.8>322.3 20.0
JKKEFZE Cla 450.8>322.3 85
450.8>160.0 35.0
464.0>160.3 31.0
R KB ZR C2+ C2a 464.0>160.3 61
464.0>322.0 19.0
615.4>161.3 38.0
EZRB 615.4>161.3 90
615.4>293.2 34.9
i 528.3>177.1 39.2
WEZRB 528.3>177.1 30
528.3>351.9 33.6
) 540.3>378.3 25.0
GEHRR 540.3>378.3 108
540.3>217.0 36.0

8.5 MEX

8.5.1 EMME
FEFIREMAR 2R, ORHA IR AR 2 S W 224 W 0 U5 06 PR o T s i) 5 35 Jol T 8 b 1R VA YR P A I 0
) R B s T R G 25 7E 22.5% LAY, ELASIN 21 AR AR X B P32, 0 2245 A B ) 224 1) 3 Jof I I e vV A

FAR S 7 — 3. H AV ZE N AT AR 3 K.
®3 EMIERENEFEENRITRE

BRI S
X B >50 20~50 10~20 <10
RS +20 425 +30 +50

8.5.2 TEEMNZE

ARk VA YRR A 07 ) 3 Jof T 46 R v E VA, A PR B JREHE , $% MR DR L B8 o o £ T g T Y
TEE, TR C A AR VA TR AR R P R SRR SR 25 W A 2 R ARSI I 2R MEVE R Y » 72 B3R
EAE-FNE SRR, IR A YIRAE & 7 e 1 L 5B

8.6 ZFEHIAW

W L R IERAEIAL, SRR 55 A AR O 5225 BT P AT
9 GERIEMFEL
SRR R LR 2 R B AT I 2R AR (1) 5

X=X (1)
A, xm

A

X —(E iRt SR R A B B OB, SR AOAROE BT 50 (olkg)

Cs—2 5 VL BCAR VA B P S WSR2 R B (O AUEL, A v e 27T (ng/mL)
A—TRHA TR P A SERE T R 25 1t i e T A
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A3 5 VT O AR VA9 H S W 2 25 0 1 e v Ve T
V—IE R ARV T AR EUE, BACAZH (mL)
m —gtiiElEH i E, BACA (@) .
10 FERYE. EREFBEE

10.1 REE

ARTFNEERFR . #EHR. FIERA. JKKERCL, JKRFERC2+C2a, WHRB. KEHRN
KR 05 polkg, KMER. KKERCla. #id = BRI 910 po/kg.
ARTFNEERR . #HR. FIIERA. JKKERCL, JKAFERC2+C2a, WHRB. KEHRN

SERIREIN10 o/kg, RWER . KKERCla, #id: 2 BIF e & R 820 pokg.
10.2 A

ATTIEAELO pglkg~4000 p/kgds I FE K- F 1 [ % 2560%~110%.
10.3 HBEHEE

ATTEE A A AR bR HE (22 <15%, Lt TR]AH A (i 22 <20%
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FEFEHRAYPISCEM LR FE)THARMCASS

IR I OER AR 2 TAMCASS WRA L.
RA 1 REEEXAYPRCBMABR. HLFHFHFMCASS

HEMEFR FECE A E R 24 F 3N CAS &
BN NS Spectinomycin dihydrochloride C14H24N,0; -2HCL 21736-83-4
MR AR R Dihydrostreptomycin sesquisulfate | CpHaN;Oy,-3/2H,SO, | 5490-27-7
MR R R Streptomycin sulfate CyH3oN;Oy, -3/2H,S0, | 3810-74-0
R R IR R A Kanamycin sulfate C1gHasN4O11-H,SO; 25389-94-0
RREZR CL LR Gentamicin C1 Pentaacetate Salt | Cy;HssNsO; -5CH;CO,H | 25876-10-2
JRKFE# Cla iz Gentamicin Cla Pentaacetate Salt | CygHagNsO7-5CH3COH | 26098-04-4
RKFEZEK C2 HZ e k(% C2.C2a) | Gentamicin C2 Pentaacetate Salt | CyHsNsO; -5CH;CO,H | 287916-51-2
IR R B Neomycin B sulfate Cy3H4sNgO13 -3H,S0, 4146-30-9
R B Hygromycin B CyoH37N3013 31282-04-9
TR %W B R Apramycin sulfate CHuNs04; -H,S0, 65710-07-8
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B
CERME)
RER T RIS FREGER

SR R IE = 1 i e &I ILIAIB 1.

1: MRM of 20 Channels ES+

49 450.8>322.3 (Gentamicin Cla)
Mazx. 1.3e4
1
T T T T T T et 1 T T T T T T T T T T T T
05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 9D 95 {00 105 110 115
Time, min
2: MRM of 20 Channels ES+
100 8 478 4>157.2 (Gentamicin C1)
Max. 1.9e5
B 2
00 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 @0 {05 110 15
Time, min
) 3: MRM of 20 Channels ES+
100% tu 464.0>160.3 (Gentamicin C2+C2a)
Mazx. 5.0e4
3
00 05 10 15 20 25 30 35 40 45 50 55 &0 &5 70 75 &0 835 90 95 100 105 110 115

. 4: MRM of 20 Channels ES+
100% 20 615.4>161.3 (Neomycin B)
Max. 2.5e4

50% 4
00 05 10 15 20 25 30 35 40 45 50 %5 G0 G5 70 75 80 85 90 95 100 105 19 115
Time, min

) 5: MRM of 20 Channels ES+
484 333.1>98.2 (Spectinomycin)
Max. 1.9¢4
5
III T T T T T T T T T T T T T T T T T T T T T T T
00 05 10 15 20 25 30 35 40 45 50 55 60 65 710 75 80 85 80 95 100 105 f10 15
Time, min
. 6: MRM of 20 Channels ES+
B 485.2>163.2 (Kanamycin A)
Max. 1.1e3
6
05 10 15 20 25 a0 35 40 45 50 55 60 65 70 75 80 85 80 05 {00 105 110 115
Time, min
7: MRM of 20 Channels ES+
0% 4 528.3>177.1 (Hygromycin B)
Max. 1.0e4
- ’ ,ﬂ"“"‘—“"‘*w'\»m
05 10 15 20 25 a0 35 40 45 50 55 60 65 710 75 80 85 80 05 {00 105 110 115
Time, min
) 8: MRM of 20 Channels ES+
100% 50 540.3>378.3 (Apramycin)
Max. 1.0e3
8
05 10 15 20 25 30 235 40 45 50 55 60 65 710 75 80 85 90 95 100 105 f10 15
Time, min
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9: MRM of 20 Channels ES+

100% 4.9 582.4=263.2 (Streptomycin)
Max. 2.3e4
9
B e S R T
Time, min
Max. 5.8e4
10
I R Y S P R S S VAR T R T
Time, min
Frol P53
1— R KRB R Cla Frib & 7 (il 18 (450.8>322.3)
2— KRR CLAMER TRtk A (478.4>157.2)
3—— KRB & C2+C2a FFik & 7 iR (a5 18] (464.0>160.3)
4—FE R BRI 7RG (615.4>161.3)
5—— KB R FHE A TR i (333.1>98.2)
6——RIBER ARHERE TR O IE K (485.2>163.2)
T—IWEE R B RHIEE TR GG & (528.3>177.1)
8— U HmARFHEA TR O (540.3>378.3)
—HER RIS iR (k18] (582.4>263.2)
10— XA BB RAHIE R 7R (G /5] (584.4>263.1)
B.1 BEERLESERTLXMESRIFIETFREEIE

(WMEHBHR, BER, FPEER A RRXER CL, KRB X C2+C2a, MIBH B, REBFRMH 25ng/mL, KYUBFE.

JRRE# Cla. #iEZH B %79 50 ng/mL)




