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National food safety standard—

Determination of four antiviral drugs residues in bee products by liquid
chromatography-tandem mass spectrometry method
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EmEZEEXRGE
AP AMRRESEAYERBENNE BAERILE-BEKHRIL;

1 3eHE
ARSCPFRLRE T 387 fh b 4 TR BT B 28 24 4y 5 PR S5 000 5% A8 S8R € — 3 TR 0 M0 2 7 7%
R SO P T 3 R 3 I R R <6 M e < I T A S 4 M ke B R A E

2 MEsIAxXH

AN SO ) PR S S B R P T | T RS AR SO AT A B SRk, Herb, T HO RS S TS,
A3 H XTI 9 R AS 385 B T AR SCPF 5 A i B 100 51 SO 3 BB IR CRLES T A 98 BB 38 A T AR
S

GB/T 6682 4341 S50 2 FH /K L0 i 4 07 12

3 REBEBMEX
AR SR BAT 5 B B AR TEFE S
4 R

e R e I R Bk R 2 P I I AR IR, R0 TR T A A IR W b R (53 — AR IR B A R
M bs ik 5E 1

5 kAN
PATR B FH 50 S B 9 T W1 A0 340 2 23 B 430501 L K R A5 GB/T 6682 W HILRE Y — 2K .

51 &K

5.1.1 HER(HCOOH) . {4l

5.1.2 HE(CH,OH) . ikl

5.1.3 ZJE(CH,CN) . (A iat,

5.1.4 #H/K(NH,OH),

5.1.5 Zm#% (CH,COONH4),

5.2 Bi&REEH

5.2.1 0. 1% PR : BUH BR 100 pL, FH/KH B2 100 mL, B2,

5.2.2 0.5% W RRIEW B AR 500 pL, JH/KFBEZE 100 mL,IEA],

5.2.3 1Y% HRER - BHF R 1 mL, A/KFBZE 100 mL, R4,

5.2.4  20% W EEHW  BUH EE 20 mL, FHK B E 100 mL. IR,

5.2.5 80 LMEVEW - B ZNE 80 mL, FH/KFi B¢ % 100 mL, R4,

5.2.6 ZREEW (0.2 mol/L.pH 8.5) L FREL 1. 54 g, F/KIE IR BE % 100 mL, Z /KT pH =
8.5,

5.2.7 0.1 MR+ W EER W - I 0. 1% W RIA W 10 mL, AW BEAGBE 2 100 mLIRA],

5.2.8 0.5% PR+ P B B EE 5 mL, JH 0. 5% ARG B E 100 mL. IR,

5.2.9 1% R+ B L LY RRIA T 40 mL, FH EEAR BE S 100 mL,IRA) .

5.3 Brifdh Bl . G WIBE e 4 W 2 e | 3% 4 M el ek KL 4 W6 -l 4 W 2 B -dl, L 36 4 MIl-ds g

1
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WRAR-d 2 39 =99 %0 FLUAR S B LR SR AL

54 IREBRKES

5.4.1 B B 2525 W B L VY AR W A o A A A ) R B mk IR R G [ 67 3PN b b oE S 2 10 mg,
0. 1% W - B MA R T E AT 10 mLL B H R 1 000 pg/mL (RIAR RS & W . 45 3R B4 W e | 45 NI
N3 42 W) B2 TR A2 3R N AR bR HEh 29 10 mg, JH WP BRI 3 )5 € 28 2 10 mL, BCHI AL 1 000 pg/mlL H45fE
. T —18 CLLUF RGO AR 3 .

5.4.2 Fuiw iRy iR A b v b e R AR U B 4 Fh BT R 2K 2 WA ME AR T 100 L. T 10 mL BRI
v, PP IR U 2 2 20 B L IR R O 10 pg/mL BOIR S FRME TAEW . T —18 C LR BB AE . AL
W114H,

5.4.3 PURTEIYIR G AR IE TARWR K % it BP0 75 25 25 W0 TR & b o v R] VR &t 0. 5 %0 YR —FH i
B AR 0.1 pg/1..0.5 pg/L 1.0 ng/1.,10 pg/L .50 pg/L..100 pg/1..500 pg/L. BY F 5 M B xR i
TAEW . BHBAE .,

5.4.4 B TERLY IR 2 AR A bR T )R AR W 4 Bh B s BE 28 25 W R 67 3 PN A A o i A TR
100 pL, T 10 mL 28I T BV e 25 28 20 2, TC ) 0 sd ok JDI-dl 48 M 65 -l 4 M & Jig-dly 56
G Wl-ds HEH 10 pg/mL PR EER Y R AL R NWARR S PR TAEM . T —18 ‘CLLUF L IR A7, A &L
W114H,

5.4.5 PUREEIAY L F N AR IR G b5 TAE W RIS 35 25 25 W) 100 3% N bR TR A A o TP R 100
pLs T 10 mL Z5 5, AT 0.5 %0 FH R —FH st o A7 25 2 20 B TG T i M Ok DRl < M e -l 46 W & -
d, A4 NI-ds #EE 100 ng/mL BIHUE R 25 W R A7 R WARIR G AR E TR . BUHILRC .

55 ##

5.5.1  ZEWNER A ZEBUHE 500 mg/6 mL, oA 24 %,

5.5.2 JKARJEME:0.22 pm,

5.5.3  MAIRAINE BT A BR g AL (EMR-Lipid) V sk 243 .

o

I EEFnig &
TR €00 5% — ER I BT 35 A PC AT LI 55 8 1R
W HETR & &% .
EEREBEOHL B 8 000 r/min 8L L AR 4 C,
KRG
AL,
A3 BT K- %R 0,000 01 g #10.01 g,
BW RS :10 nL.20 u1..200 L1 000 pL.5 000 pl,
pH 1T,

© N o s W N =

~

HENHESRET

7.1 RS &

YO 5 S R VR ) 25 1 e e R B R R 5T . XA A A e R L TR S LT L BT
AT 60 °C AR AR AR AR AL TR B S IR ) e AR AR . A A RO TR R L O
fig EARIL

a) BB B IR i L AR D8 AR 5

by B U B2 F R A AR 2 R

o BUCRBE B AS ERE A BN 00 R BE A B oE AR IR VR D S A ke

D BeAR S EMR W AR AR N T 3202555 F AW Rl B 80 SR o 61 2 22 R A ) R e 5 iy bl
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7.2 AENRRE
SEERE T R R T RO i AR T —18 ‘CRINRAF .

8 MESR

8.1 RE

PR MBI 2 R0k (2 £ 0. 05) g T 50 mL H 8RB0 b AR RO A TR AL 3R AR R & b fE TR Wi
100 pLF1 80 % L HEHE W 10 mL.¥&¥ 5 min, T 4 ‘CF 8 000 r/min &> 10 min, BUAH F3E W MK &=
30 mL, FHE /K pH = 8. 540. 02, % .

P B 0B (1 0. 05) g T 50 mL HZEWRL .0 48 b AR YOI A TR A7 3R N Bk TR & A 1 A W)
100 pL M ZHEH W 6 mL. P& 5 min, T 4 CF 8 000 r/min B> 10 min. B4 F6 b 3 W 2 B A
3.6 mLAKIG LA EMR ¥4, 923 3 min, T 4 °CF 8 000 r/min &.0> 10 min, B4 L&, MK =
20 mL, & /KE pH % 8.540. 02, % 1.
8.2 ik

[#] AF A BORE TS AR U 2165 10 mL 7K 10 mL £ 0. 2 mol/L Z &% (pH 8.5)10 mL 1k , % FH & LA
<19 /s B I 3 Ao A AE O, o A R 52 A T S L AR ZK 10 mL Rl 20 00 BB R 10 mL PEAE,
FE R R AT A 8 mL FEE-1 06 FH RR VA VR VR I, DR BOICEE T 10 mL .08, T40°C T A
REET,1.0 mL 0.5% iR - W BV W R, 45 0,22 pom VB BE 0 DB 5 000, 04 1 3¢ 9 U6 B0 vk b WL BT )
0. 5% HI R /K~ HI B2 95+ 5) R BE 10 5% )5 I 5E o
8.3 ERITEIREMELNHF

8 O A bR v TR RORN R 2 AR TR A b o T VR B0E L 20 I A 28 32 BOR e Ak 1 23 11 ) ok
.45 CARB AT A 0. 5% B R /K - B BEVA T 1. 0 mLL R HE VA i 5k Ax 9 e Wl Bk BE 4 0. 1 pg/ Ly
1.0 pg/L.10 pg/L.50 pg/L.100 png/L.500 pg/L 184 % Flde T 3% Lo UG Fic R 51 R 5 br E IS . PIAR I TR
WRE N 10 pg /1, 8 T3 B 56 B VT BL AR MET R 0. 5% B R /K —HY B2 (95 +5) i B 10 475, I AL g I 2 g L it
VBOAF €5, 335 — R JE T35 00 o AR W00 40y i) e TR AR 1) 1S4 (B3 PR s 1140 e TR B LU A S N AR A s T 3 VR B A
A 245 T 35 JTT DG TC A o i 2k, oK 1 D7 R R AH OC R B
8.4 ME
8.4.1 WEBESEEH

a)  ATEAT AT 32 100 Y0 7K AH A AR M 8 4 g 55 S A 6,385 41 (100 mm X 2. 1 mm, 2. 7 pm) B0AH 2 3

b) WA A N 0. 100 R, B Oy BB B R R T UL 15

x1 HEXRBRER

HF 1], min ALY B. %
0 100 0
2 100 0
3 75 25
4.5 60 40
6.5 25 75
7 5 95
9 5 95
9.1 100 0
12 100 0
¢) Wi :0.3 mL/min;
) HEE .30 T
o)  HERER 2 pl,
8.4.2 RiESEE&H
a) BT WIS R R
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by R R R R
o) il Iy . 22 I (MRMD
& TR 300 C;
e) TS WHE:13 L/ min;
£ ZFAbEEE T30 psi;
g) BEAIRIE.325 C;
h) BRI 11 L/ min;
D BYEHE:3 500V,
WHEE S HE W& 2,
k2 HEBEBTSHELE

b5 W 4 B EVERE 3 (R RE ) m /2 (e V) FERE X (REGE R sm /2 (V)

152.2>>135.2(23)
& W ot i ~ 152. 2>135. 2(23)
152. 2>>93. 1(30)

180. 2>>163. 2(12)
& W 2 Wi 180. 2>163. 2(12)
180. 2>>81. 1(24)

180. 1>>163. 2(12)
4N 180, 191, 1(38) 180.1>163. 2(12)

172.1>60. 3(18)

g ok A 172.1>>60. 3(18)
172.1>>113. 2(22)

4 W e -dis 167.3>>86. 2(36) 167. 3>>86. 2(36)

&I 2, Fe-d, 184.2>167. 2(12) 184.2>>167.2(12)

2 4 R-ds 186. 2>169. 3(12) 186.2>169. 3(12)

1 Bf AT~ 180.1>>121. 0(20) 180. 1>>121.0(20)

8.4.3 MEX
8.4.3.1 EHME

FER RIS PF T AR 8 9 P O 3 28 25 1 55 JFE P9 b 18 (O B I [8] 22 B 55 32 o DG JC o o 9 98 PP D
BRI N BRI DR B I )2 LA i 22 7 1060 2 P 5 ELAGH I B B4 K X 85 1 5 B2 N5 R R A Y B R IE AR
HETR ARG B 5 — 20 AR 22 0 4004
8.4.3.2 EEWNE

43 S0 M3 U A VAR R IO 9 R ) 5 S DG TEC AR AR VAR R B A T B A D 0 3 g 0 T R
OMELE B, KRBT UC RC bR R A VR B R Y 24 W % e O (L X 1N A RS I ) e P R A R R R S
e R O S A b R AR IR DAE VR E . X T OB B B 28 25 W) ik B Rl R I 2V Y R Y L AE R
SRS AR 5 245 e 2 AR S 48 T A b AR YR S 0 e 0 AR I RO R I B R 28 24 ) A i A A 2 2 M
FEL DAY X O P e 2 5 s o g e 5 P ) N R W e — B, 4 B TR RE 28 25 ) SO TR £ R AR TR A AR
YV B0 A) R i 2 1 T 4 3 [ DL 5% B
8.5 =HIKE

Bezs B ke BRAS AR MESE AT R AR TR B 28 SR E AT P AT 484 .

9 #ARiITEMRR

AP PORBTELR Y RS X R th LS A L (DHiH5E,
~ C.XC XA, XA, XV X1000
O XAXAL KX m X 1000

e (D)

X

X WP YU 2R 25 W B B B A RUE L SR RO T (e k)

C.  —JEFOVCECARME S W O 7 S 25 1 e B2 A9 B ML, B0 o A0 i B 2 T (ng/mL)
Cio —IRRIER P PN 75 28 25 1 A i e B2 A B ML B0 0 i B 22 T (ng/ml) 5
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"ho TR VC AR TSV T O RS 25 N AR VR B B L B D 9 e R T (ng/mL)

— IR TP P BE 2 24 ) Y e T A

2 IO DG T o 3 VR P B B IS 2 W 0 1 AR

— IR W TP PO BE 2 25 W) N AR ) e T AR

i HE RS R T 0 1 28 25 ) N b P e T A

— R R A AR B, B Z T (mL)

m o R B B B R E ()

1000 — B RHL.

T EE R UFATINES RO EREEER . FEADT 1 pg/kg B 3 MEMEF .1 pg/kg U FHREE/DNE
HJR 2 0.

= =m0

10 BMAFENREE EREMBZE

10,1 R&E

AR5 1 B R T TP B I e e < W 2 L S M e R RS, H BR A 0. 3 pe/kg E RN 1 pg/kg.
0.2 E#HE

AIETERE D 1 pg/kg~50 pg/kg UM BE G A, RT3 S 7096 ~ 11006 5 7R3 £ 3K vh
1 pg/kg~50 pg/kg IR EEIE Bl A, HE GRS D 700 ~120%
10.3 BEE

AR 7 0 A P AR s o D 22 <K 15 00 FH T AR G A o e 25 <20 %%
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xR A
(FHHE)

NEBLEAYHPELERHLES TR CAS S

PUR R R Y I SC R A2 UM CAS 5 L% AL,
TA1l MFEERBGYHNPRIEZR MUESIFRXFACAS S

rh S R YA FR (=25 Sy CAS 5
5 W J6E g Amantadine Ciy Hir N 768-94-5
. , Rimantadine
4 W 2 JHe b R £ } Ci; H,yN « HCI 1501-84-4
hydrochloride
FE LW Memantinehydrochloride Cp H, N« HCI 41100-52-1
Moroxydine
N . e C,H, N, O » HCI 3160-91-5
hydrochloride
4 MIGE - Amantadine-d;; CiwH:D;s N 33830-10-3
4 W 2, Rig-d, Rimantadine-d, C;H;;D,N 350818-67-6
4 Nl-d; Memantine-d; Cp, Hi; DgN 1189713-18-5
nzh ik - g Moroxydine-ds CsH;DsN; O 3160-91-6
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Mt & B
(FRE)
AMMRERGYRERMENGRESHRARANEBIIETRERERE

A4 PRI BE S 25 1 S L IR 6 3R DA B JEE 6 s o 9 AR ) A A 8 1 T (3 [T LI B 1

t, min

B. 1 AMABRBEXANRERMUZIAGRREAHRERENBESEFREGIERE(1 ug/L)
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t, min

B B.1 (£0)
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t, min

t, min

t, min

B B. 1 ()




