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Determination of nitrofuran metabolites residues in royal jelly—
LC-MS/MS method
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BEIRTHERBENHDRBEANNUE
BB - EERKEREE

1 EH

FARHERE TR ER T EREA A WY 5-F EGW-3-EE-2- i E 8 (K AMOZ) ki
AR RIS P R IR (R 7 SEMD ok i 2 1 i (U 8 1-83E-2- A BERBR (T 3% AHD) 7k iy s B 19 R 8
Y 3-EA-2-PEM S R (R FF AOZ) 3R B8 B WA 2 - SR X R O 2

AEEATEEIXRPHEKBEERBDRE BRI E.

2 MpEHSIAXH

TFTRXHPRETETEFRENSI AMENERERERX. LEFBHNSI AXE.LEEHEA
MBREREEHRN A RNBITHREARE R TR, AT, KRREEREERPUAE TR
EBETMHEAXEXHNETEA. LEAEASMS I AXHE . EBEFHAERTHRE.

GB/T 6682 Ar#rciR=E AAKMRBAIRR HH:(GB/T 6682—1992,neq ISO 3696.:1987)

3 AERE

MEKMEALYES P ERARELS R, KRR R AR, THRBYESORAZTENE
BALLGE, TORE. MAZHCHMERIIEERX PEORE, 525 1 BN 7 4 0 X5 B e AT
#4616 h, ZBZ BRI B4 )G . R G- PR EHGE , AR EE.

4 HEAFMHHE

4.1 K.BFE GB/T 6682 HEMR—%K,

4.2 WE.HPLC%,

4.3 ZMZBi:HPLC#.

4.4 Z M4 .HPLC %,

4.5 =R M .04

4.6 FCKBERRE 40 4Hhr4.

4.7 _HETHR 4.

4.8 SPREFERRE AhTLL.

4.9 [ 4L % W #: AHD - C3, AMOZ-D5, AOZ-D4, SEM « HCI - (* C, " N2), 100 pg/mL,
HipE>98%.

4.10 AOZ.SEM « HCI.AMOZ # AHD » HCl #7# & “ifF>98%.

4.11 AOZ.SEM,AMOZ #1 AHD 5 £ % ¥ : 1 mg/mL. HHIKBEEH AOZ,SEM + HCI,
AMOZ #t AHD » HCIAR¥Ef (4. 10) , BB U. )RR 1.0 mg/mL MFEEMER. BEREFE
4T, 1 FEHR.

4.12 AOZ.SEM,AMOZ #1 AHD #3 % T/ES ¥ : FE R s 2 B R ¥ E X 100 ng/mL.10 ng/mL %
LB IRETIERBRE ACRE.IMNHER.

4.13 WIRHEW ARSI HKEN 50 ng/mL WHAREEER ARESEREICRE. 14
B
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4.14 fFHEALEEW .50 mmol/L SFMEAEFEE. FREL0.037 8 g WATMEX F B (4. 8) B 50 mL 54K
HLMA 5 mL ZHEER G DER, A,

4.15 BEMRE M H (1 mol/L) FREX 87. 1 g To/KBEMRE —4F (4. 6), I A 500 mL /KB .

4.16 =WZRRFW25% (REERE ] KM 25 ¢ ZR/ZHEHFMHET 100 mL Kb,

5 {48

5.1 WRMHEIHE-REREAEN(BKUE REH%EEETE.
52 AHEF: BEOO1gMO01mgB—F.,

5.3 EHEBREMNIMYE.

5.4 KWBIRZE.

5.5 ERIBSIE.

5.6 HZHE.HZEMNIXE 80 kPa,

5.7 B.LOHL.

5.8 MW 5 mL,200 pL,

5.9 BELE.S0mL,BEE,

5 RENHESKRE

6.1 HEwE

WERZREGBEHYS, M 0.5 kg fEREM. BIEFREERTHGES, &H, I LR
6.2 HMERE

HRETRERETREIZC),

7 WRGH

7.1 W

HEHFRI 2.00 g XA, BT 50 mL REBELEP, MEHRIMA 0. 100 mL MIFRHAFHENAIRIE G B
(4.13).2mL 25X = ZBRHFW.3 mL K, THREARS[LRERS 1 min, FR TR 60 min,
2 500 r/minB.L> 5 min, B EEH®R T T% 50 mL JEHBELE P, WA 150 pL SREXFEER,
TCAWIRG AR (16 by, BUKBES , RHBIZRE, MA 4 mL BRE _HE BB (4. 15), W FE 5
%W pH 7~7.5, A 10 mL Z MR Z B, B4 30 s,2 500 r/min B> 5 min, K b /EZBRZ BB R
50 mLBFBREH, HMA 8 mL ZMZEE . BEE LREBSHE, FH R 40CKBEERET. A
R KW (4+6)1.0 mL 2,3t 0.45 pm 38 B3 3t REMR R, A0 63358 B U %€ .
7.2 WREBRBOTTEL

4+ FIMEHAS B 100 ng/mL 1 10 ng/mL PR FRHEIR & W (4. 12)0. 20 mL.0. 10 mL F1 0. 050 mL
B F%E 50 mL BEBE.LE S, MM A 0.100 mL PUFIRAERNIFIE S (4. 13).0. 5 mL 1 mol/L
HCI,150 pL 4PAH B F M (4. 10, FREWRIR S 28 L RHER G 30 5,37 CRBRFEK 6 h).
RS RALF (7. D JF , BEWOH 855 58 B BE 3 00U € .
7.3 AE
7.3.1 #mHEGEEG

a) fiEkE: Cs, 5 pm, 150 mmX2.1 mm (B, HMHEHHE;

b)  WishAH:FEECA) +0.5 mmol/L Z KB (B);

¢) WEE:0.25 mL/min;

d) BEEFRERLE 0 min~6.0 min 20% ~60%A,6 min~8 min 60% A,8 min~9 min 60% ~

80% A,9 min~9.1 min 80% ~20%A,9.1 min~10. 5 min 204 A;
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e HR.ER;
D #E®R.25 ul.
7.3.2 HEEHEEH
a) BFR-BRFEFAEEERESD,ERTFEN;
b) HEFREHEE FRM(SRM);
o FARBIATARS, MESARAAS;
& BEEE MEEEFEEEYRNCERERYE;
o) HREHTHREI

R EEETFH
BHF FEF
MWW (m/z) (m/z)
134.0°
AOZ 236.0
104.0
AOZ - D4 240,0 134, 0*
166. 0*
SEM 209.0
192. 0
SEM- (*C,"N2) 212.0 168. 0*
134*
AHD 249.0
178
AHD-2C3 252.0 134*
291
AMOZ 335.0
262
AMOZ - D5 340.0 296. 0*
fERETF.

7.3.3 WS H-REREENE

MR RARE TABR (. DERAEE- BB A SR ELE T AR, LRE SN EE
BULH R A 47, TR MR E (ng/mL) A A6 47, 251 6 SR DA MR, FIAR v THE R X A2 5
1752 B, BE 5 2 T CP B O 0 L (B B (SR R R M LN . E B R AR T AR AR Y
B AR A SRR R S A S LA A1 FIE A2,

7.4 ZARE
BRAINAGREESS  # FaR B BBET .
8 Z£RitH
ZRAAKEESHENSRER (DA S PREkm R RRE, SRBNRS HHE:
A; *m,
c'=A,_-m NG D)
=,

oo i P R kAR U PR BE , BT AR B T 5 (pe/ke) 5
A 5 P 0 2 ok i AR Y 64 I T B 5 A L I AR R T B L (L
m,—— KA D AR B B, A P A 52 (ng) 5
A, Y i o B vk ol A ) o T R A B P R T B LA

m——HE R, AR T ().



GB/T 21167—2007

9 FTE K PR F0 = e 3 5 B

2 J7 1k o PO R ok e AU Y I 2 IEPR B 8 0.5 pg/ke.

S 3R o O ok o A 0 o B [ i R B (AR R IE) B IR R B (n=10)
0.5 pg/kg WK, EIRHE 92%0~116%;

1.0 pg/kg HHIAKE, EIKEFAE 87%~112%;

2.0 pg/kg WMAKY, BIMERE 92%~109%.
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B R A
(ER R
GESERER_GRUREE

7. 60
AHD 2492>134 j\

IS-AHD 252>134 /\

AOZ 2362>134

_ 7.59
7 IS-AQZ 240>>134 [\
_ 7.77
- SEM 209166 /\
_ 7.74
7] IS-SEM 2122168 /k
_ 8.13
] AMOZ 3352291 /L
_ B.10
- 15-AMOZ 340>>296 K
1 ] 1 1 1 |""’l""l"l "1" Trrrrrr TR A | 1 ] '|
0 2 4 6 8 10
t/min

B A7 WHEKRWARNDIRAEAFEETREHEE
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134.0
133.90 -
100 AHD 1007 AOZ
90 903
80 807
70 704
60 103.97 604
104.1
50 501
40 40
30 30
20 20
10 105
0 Labhi b Lk | Lubiiad iadd Rkl r Labiid i & L e LA 0 Lk M T e T
103.970  103.975 133.900  133.905 104. 060 104. 065 133.995 134. 000
m'z m'z mz m'z
SEM 291. 00
100 166. 00 100 5 AMOZ
90 192. 00 90
80 803
70 T0 4
60 60 1
50 50 5
40 40°
3 262, 00
30 30 3
20 20
10 103
0 Frrrrrerrererrrerrprere ey prereere e erep—t————— 0 “frrprrrrprrrrprerereme ey rreerepre—p———p—ep—w—
165.995  166. 000 191.995  192. 000 261. 99 262.000  262. 005 291.000 291.005
z m'z m/'z m'z

B A2 D Fh a3k R — &R A E




