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National food safety standard-
Determination of amphenicol residues in honey and royal jelly by liquid

chromatography-tandem mass spectrometry method
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ASCAFHE T 7™ it v BB I SIS 24 ke R R RS ) A MRAR €2 - 5 BER O 1 M0 5 7925 o
AAE N T EME ER P RER, TRER, BREHKEERNE.

2 HEMSIRAxH

TN ASCAE R P9 AR I SO R 5] R AR ST A AN R b [ AR e v B 51 R S,
A% B XS N I RRCASIE F T A SO . AN H I 5 S, HEcHioAR CEEEITA fEE0s) &l A
A

GB/T 6682  43AT 556 5 FH 7K JE I ANt a6: 75 ¥4

3 ARNIBFENX
RAFEA 75 BT ARER € o
4 JFIE

e B e S PR B (0 245490 23 9 FH KRN A SIS, [ AR A IR 194, YRR €3 — A3 B 0
SR E

5 tsnFnaR

PURFTHRAF, BRI AN A M 4liiksnl, ACARFEGB/T 66827 HLsE it — 2K o
51 K7

5.1.1 EAEE (CH;0H) : foif4li,

512 FEf§ (HCOOH) : faif4li,

513 ZB (CH:CN) : faifhali,

514 &k (NH4OH)

515 BRZERABS (CeHis01P3) : 1000-2000 U/mg.

5.2 miRECH

5.2.150%ZBEai: B SomL 21, F/K#RBEZE 100 mL, 1R,
5.2.22% R ZHEAE: W 2mL 2K, HOEMESR 100 mL, E.
5.2.3 8% EMWEPEERRKR: W8 mL &K, HHEMEZR 100mL, HE.
5.2. 4 10%ZBERi®: B 10 mL 2/, FI/KFBZE 100mL, JR%].

5.3 toEMMHEME: BURER. HNERMEAER, SEL>98%, AMER M= A.
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5.4 FRAERRECH

5.4.1 BiRREELAMIREMEZRTR: KKHERRICE R H G R HIRERMBFRE B rdEsl, F 50%
CIEVROEAR, TEHIEK 1000 pg/mL FIFRHEME . 4 °CEGIRAE, ARUH 6 MH .

5.4.2 EEREEEAYIR AAREDBIAR : KR 4 FhBE % RE 2R 25 R HE it %) 100 uL, T 10 mL %
w=H, H 50%ONEERERRZZE, ik BOREA 10 ug/mL IR RZ5PIR AR HEF R . 4 °C
WEGIRAE, BROH 6 H .

5.4.3 BiRREEXARATRETIERR: WM RS ZYIR AR ESR W 1.0 mL, T 10 mL &
o, S0% L ISERGE R EZIE, BB E N 1.0 ug/mL L 2K 25 W08 SR dE AR . 4 °Cigt
JARAE, BRI 1A

55 M
5.5.1 RAEBMARTFRIREEFERHESELHE: 500 mg, 6mL.

5.5.2 REIERE: 0.22 um,

o

RN &

6.1 EREHEEIE-BEIGML: A % T,
6.2 mEIYL.

6.3 EFEREELHL: K 8000 r/min BLLA L.

6.4 IKBIRHR.

6.5 HMIL.

6.6 SHTRI: FE 0.01 mg M 0.01 g.

6.7 #i&ES: 10 L. 20 uL. 200 pL. 1000 pL. 5000 uL.

~

REH &S5 RE

7.1 R

W SR o AR R P 2 1 e 7 i, R LB I 5o XA G5 B IR B, FERPATE LT, B
TN 60 CCHRIKH i dh, F5FE M A iaL G 5], AR ERR. W& R TR, %,
F AR

a) WU ja A RE i, (O Bt s

b) BUAFE 2 AR, AF A R

c) BTG M FAREh, IRINIE B AR E ARV, Ao A alhE

7.2 AEFRIRTE
BB TR T RDGIRAT IR IRFER T-18 °)C R RAT

8 MELE
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8.1 #H

PRI B R (54£0.05) g 750 mLEZESRLE.OE 1, IIA20 mL7K, #&%1 min, T4 °C F8000 r/min
B0 10 min, EIRAEBE R —BEELEY, &

FREUE £ 32308 (2+0.05) g T-50 mL AL ZEMRL B0 H, IIN0.25 gl B (I, 2 mL/K, #%% 1 min,
37 °CIKI B2 h, I8 mL 2%Z 4 ZHE, W% 1 min, T4 °C F8000 r/min®5.Cr10 min, A FBRIE
HREN —EREOE R, T40 CTEMERBAL, RINEE0EHHKERESmL, %H.

8.2 #k

VRA A5 BH B 1A e [E AR AR HURE (500 mg, 6 mL) T4 A 10 mLH EEA110 mL/KiGfL, & HR4EE
L EAZERGE, 12 mLK#kGE, 7 mL 8%Z A FHEFBEiE, Peliil 7740 °C F A EILE T, 1.0 mL10%ZfiF
WA, 20022 umJERJERIEJE, SLRAH (O - 8 BE TSI 52
8.3  ZEJFULACHHE I & K 2%

F s BUR A ARE TAEROE R, /0 0 I N SR BRI A0 6 28 sl 20 25 kRl i e, 40 °Cuk
WERSKRT, IIA10%CHEH 1.0 mLik eV ARk R, BCH IR 0.1 ug/Ly 0.5 ug/Ly 1.0 ug/L.
10.0 ug/L+ 50.0 ug/LAN100 pg/LHIHE 5 VLA RYNVE-S PRI, FFLUEIEEE 38, ALV - A3 6T o)
5o LARFINP 0 TR (1) P (B E AR, ARAETE TR FE B AL bR, el B R UCFCARME fh 28, RIS
T FERIAH 2 R EL

8.4 MZE
8.4.1 BHBIESELEY

a) ilHE: CrifiiFE(100 x 2.1 mm,2.7 um) A%,
b) JiANAH: AfH: 4K, BAH: &M, BEBUBREESRM WKL
¢) Jii%: 0.4 mL/min;

d) H: 40 °C;

e) BFEE: Sul.

*®1 BBERER RN

518 (min) A (%) B (%)
0.0 90 10
2.0 70 30
4.0 25 75
4.1 0 100
7.0 0 100
7.1 90 10
10.0 90 10

8.4.2 RIESEZMH

a) IR WIS B U

b) HiTT: AR

o) FlTrxl: Z RN (MRM) ;
d) TS 250 °C;

e) TS ME: 7 L/min;
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) FHAEET]: 40 psi;

g) WAIRE: 370 °C;

h) ¥ S9iE: 12 L/min;

i) BYIEHE: 2500V (-) ;
R T SHOE K2,

x®2 BTEHRE

HED AR SEVER T MR RE R, eV SEE BTN AL RE R, eV

356.0 >335.9 (8)
- 356.0 >335.9 (8)
A JEE 356.0>184.9 (15)

353.9>184.9 (15)
AR 353.9>184.9 (15)
FHER 353.9>289.9 (10)

321.0>152.0 (15)
/=~35»/\ 321.0>152.0 (15)
AER 321.0>257.0 (10)

8.4.3 MEX

8.4.3.1 EMME

FEAR FRSR S5, AR VAV T e T 288 24 470 (1 08 B W 1) 5 25 ol DG P s 8 Y0 T 7 (14 £ B s 1)
IR ZETE£0. 1 min AP, ELFE S A & 2H 2 5 M B8 AR X 3 B 5 R P 0 119 228 5 U O A v V9 5o o
(1 72 1 B8 T AR 2 — 8, AV 22 9 £40%.
8.432 EEME

3 S BT B SRR A VR R R P ) 326 o DG e v AV, A B s RS HE B2 A A v, DA i 0 0 T Y
FAGMEE B o F )07 DU AR AE ARV S iaCRE VR 245470 (10 i) 7 358) IS ASC 8 S U P 5 58 BT P o A T e et
RGBT IR 22 Js S i ) € P 2 DL B 356 B o

8.5 ZFHIXW

Beas KRR, BRANINBRAERS AT, SRFHARR] (00 52 20 BREAT T AT 484
9 HBRUTEMRAE

R I L I S B 2R A (1) 5
_ _CsxAx¥x1000
n Agxmx1000 e (D

A

X — R A S B RG RER 25 B B, BN O BT T (ug/kg)s

Cs — 35 VG FC AR AE VA T AT L 1 I LI SR 25 MR I, BN N e R 2 T T (ng/mL)s
As —JE 5 UG BCARHE IV A L PR BB fi 1 248 24 Ve TR A

A —GURE AR L ) B I SIS 24 A g T AR 5

V —IRER AR, AN Z T (mL) 5

m —RHE, AT (g)

10 MG ZENREE . EREMNEEE
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10.1 REE

R T V0 A F I A R A R AR N0.05 ug/kg, BEIRNO.1 ug/kg; NG R K JE AR
N0.5 uglkg, EERN ugkg.

10.2 EMRE

ATFEAE0.1 uglkg~20 ug/kgi IR KT L, &8 R BIBCRIEEIN85%~110%; HFHLEE & RICRE
FE 280%~100%; 9 2K JE 25 RIS Y5 N 75%~100%

10.3 HBEE

AT R AR AR R 25<15%,  FH VAT ARV I 22 <20%
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Bt AR EZ K AR SR FR 5 FINF CAS =

P 2R 2 B4R 2012 UR CAS 5 IR ALL.

T A1 BERERGYINECRR. HFAMCAS S
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(AL VB2 HEL AR 712 CAS 5
BREHE Florfenicol C12H14CLFNO4S 73231-34-2
NS & Thiamphenicol C12H15CIbNOsS 15318-45-3

AER Chloramphenicol C11H12CLN,Os 56-75-7
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- MRM (321.0 -> 257.0) honey-jzb-0. 5ppb-r002. d & &H &

2 x1037 3.121 min
o
3 6
o
o
5. 54
5
4. 54
44
3.5
3
2.5+
2
1. 54
14
0.5
04
0.5 T T T T T T T T T T
2.2 2.4 2.6 2.8 3 3.2 3.4 3.6 3.8 4
KAERS ] (min)
~ MRM (356.0 -> 335.9) honey-jzb-5ppb-r002. d JH#JEH - MRM (353.9 -> 289.9) honey-jzb-5ppb-1002.d HN# &
2 x10 4 2.884 min % x103] 2.063 min
=} =1 -
=1 =3
S 1'@’ S 3,254
.34 2]
2 2.75
1. 14 U
14 2.5
09l 2,25
0.8 29
0.7 L1754
0. 6 1.54
0.54 1. 254
0.4 14
0.34 0. 75
0.2+ 0. 54
0.1 0. 25+
0+ 04
—0. 1+ -0. 25
T T T T T T T T T T
2 22 274 206 28 3 32 34 36 3.8 L2 1.4 L6 L8 2 2.2 24 26 2.8 3
SREERSE (min) SREERS A (min)

A B G B SR 2 ) A i 3 L o DC RC A R VA TR AE B 1 B 1 (B RIKEE N 0.5 ng/mL, HIEE R
RJEHWEE N 5 ng/mL)



GB/T XXXXX—XXXX

= MRM (321.0 —> 257.0) royal-jzb-0.1ppb-r002.d HH %

2 x10 4 3.121 min
=1
2 0.94
o
0.8+
0.74
0.6
0.5
0.4
0.3
0.24
0.14
(=
T T T T T T T T T T
2.2 2.4 2.6 2.8 3 3.2 3.4 3.6 3.8 4
KA E] (min)
- MRM (356.0 —> 335.9) royal-jzb-1ppb-r002.d #KJe* - MRM (353.9 => 289.9) royal-jzb-1ppb-r002.d WM K
2 x104] 2.890 min 2 %1037 2. 063 min
= = .
3 14 3 2.2
S S
0.9 24
1.84
0.8 8
1.6
0.7
1. 44
0. 6
1.24
0.5
14
0. 4 0 sl
034 0.6
0.2 .
0.1+ 0.2
0 04
-0.1- T T T T T T T T T T T T T T T T T T T T
2 2.2 2.4 2.6 28 3 3.2 3.4 3.6 3.8 .2 1.4 1.6 1.8 2 22 24 2.6 2.8 3
SKAEFE] (min) KAERA] (min)

4 Foit gk Jlie s S 25 40 75 06 - 30 B o DL O A B VA VR RFAE B8 1 (00 1 (U R EE N 0.1 ng/mL, HIRE K

BARJEEWRE N 1 ng/mL)




