1CS65. 140

AR EMEE X &F E

GB /TXXXX—XXXX

ARRLEFRIRE
¥ @ 4 fiinmEs R AP REERNE
HatH 61— R B Rk

National food safety standard-
Determination of four antiviral drugs residues in bee products by liquid
chromatography-tandem mass spectrometry method

CER LA
20X X=X X=X X &% 20X X=X X=X X LT
P EEEEEEEE
g NRKABEXDABREER & %%
B ox W o% kOB % B & R



GB/T XXXXX—XXXX

il

1l

ARSCAFHEIRGB/T 1.1—2020 Chrdkfb TAE NS 1EE 5 ARyt SO IS5 RIS BRI R ke

S



GB/T XXXXX—XXXX
BRRLERITL
W7 R 4 PR B AR B RO R i S LR

1 SEE

ARSCAFRURE T 067 it P 70 BE R 245 W ke B B R ) FRAE RYRURH E0 085 - 5 JER B 0 i vk
ARSI P T AT S R R, <G, e M T 5 < WA B PO E

2 MuMsIAxH

TN HISCAH P ZEE SCHR RRRYE E 5 | R T A RRAR SCA AN T 2 R 2R o SR SR SR 51 R S A
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PLR AT FGR,  BRAFERIERA AN A 7 A 4l f], K NFF & GB/T 66824 L E I — 2K
5.1 K5

1.1 B (HCOOH) : faitali,
1.2 B2 (CH;OH) : ftaikaf,
1.3 288 (CHsEN) : faif4li,
1.4 57K (NH4OH) .

1.5 ZE& %% (CH;COONH.) -

o
N

B REC

1 0.1%FPEEGRR: BUF R 100 pL, H/KFEZE 100 mL, V2.
.2 0.5%FPE&RMR: BUF IR 500 pL, JHI/KFEEZE 100 mL, V5.
3 1%FRESRMR: BUPEE | mL, F/KFREZE 100 mL, JB2).

4 20%FREEIAM: HUHEE 20 mL, FH/KFREE 100 mL, JR2A].
.5 80%Z BEAK: WM 80 mL, HI/KFEZE 100 mL, V4.
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4.5.6 ZER$RA®R (0.2 mol/L, pHS8.5) : BUAIREE 1.54 g, F/KVEMEIFMBEZE 100mL, Z/KIA™T pH
£ 8.5,

4.5.7 0.1%BAER+BREER & : B 0.1% F AW 10 mL, A HEER S 100 mL, R4,

4.5.8 0.5%FER+EESRR: WHE SmL, A 0.5%F BRIEBFBEZE 100 mL, W25,

4.5.9 1%FHE+FAREE&: B 1%TERRIEHR 40 mL, FHHEERMEE 100 mL, E.

5.3 fEMBRELLE: &Nkl SN SLER]. BT, SRIGERE-dis. SR Z82-dss 328 RI-de
FGIRAT-ds, & &39>99%, F ARG R IR A,

5.4 tRERRECH

541 MRE ARG R ERAFIREE SR : 2 M RIS TR F R A7 2 AN FR bRt s 210 mg, FH 0.1%
HR - H B VAR R I 2 2% 10 mL, Bl A 1000 pg/mL IFRAERE &0 7 DIFRENG WIeiE . 4RI 2%
FN2E 4 NI K LRI 25 N AR bR AE 20 10 mg, FHH VARG € 5 2 10 mL,/ FRdil B 1000 ug/mL bR fig
/. T-18 CLUFEEGLRAE, HRUH3I MH.

SA2 MRELAAYIREIRERELR: R 4 Fhbois 85 2825 hs #EfE 4 100 pb, T°10 mL A&l
o, R EVERCEBZZIE, AR N 10 ug/mL KRSFRE TAE R .. T-18 CRLNEOLMRTE, H
M1 A .

543 URBAAGWIR A PRME TR : K% 2P0 2 2R 20 PNR & brdEd [AIVRE =, ] 0.5% F IR -HRE
WK R 0.1ug/L. 0.5 ng/L. 1.0 ug/L. 10 pg/L. 50 pg/L. 100 pg/La 500 pg/L 1) Z 5 FE brfE T
YEW . L BLALD .

544 MIREFLAHYIENL R AIRR SARE P8R : IRIRIE 4 Fhboiis 5 825 [ A7 2 N ARARAE GG 257 100
uL, T 10 mL &F&EHF, HHEEBESRZE, THBESMIT-ds. SRIGEK-dis. @RI Zik-ds 3
& WI-de WRE N 10 wg/mL BP0 B R DRIAL 2 WARE Gbe e TAER . T-18 CLANERIRTE, A 30N
1A

5.4.5 MR EFLABHYIEL R AIRREARE LIER : WSR2 25 R A R N ARIR G PR R 100 uL,
T 10 mL &M+, H 0:5% F BE-FE e R B2, Bl S mkit-ds. SRIbEK-dis. R 2 -d
H5E 4 WIl-ds W FE 9 100 ng/mL BIGLIA 2F K 2547 [F) A 3= A BRI -G bR dE AR . SLHILEC.

55

5.5.1 FWRERBEIFEZEEAE: 500 mg/6mL, DAHYH
5.5.2 KA¥EMR: 0.22 um.
5.5.3 R A AR R AR R LB (EMR-Lipid) 'sifEX&E.

o

1L BEFME &

ERUEEBTE-RERFUE L FOA S & TR

AR &R
EIRAEBEIOHL: B 8000 r/min BELA -, AIEIEE 4 C,
IKBIRH R

R

DRI & 0.00001 g 1 0.01 g.

#i®ae: 10 uL. 20 uL. 200 uL. 1000 uL. 5000 uL.
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6.8 pHit.

7 RERHESRE

7.1 WEERIHIE

W3 R e R R 1) S 1 P 7 i, R LBERE I 5T XA SR I B, FER AN OLT, B
TAGEEIL60 CHKI il dh, FFHE I Al a5, WAl B s B A R E TR,
FHA EArad

a) O J5E IR ERRE dh, AR iR s

b) BTG 2 AR dh, AF 92 F R

o) HUYJGUE K22 FURE &, A8 IS B R P AR HE AR, R ik

7.2 AHENRE
WEERE G T IR T RDGORAE: WA T-18 CLAUN R AF .

8 MELE

8.1 1=

PRI 2 0RE(240.05) g T 50 mL H ZE BRF B0/, KON RIS 25 N AR TR S b i AR 100 wL
1 80%Z &V 10 mL, #%% 5 min, T 4 ‘C K 8000 r/min &-0» 10 min, HX4#_EEW, 7K E 30 mL,
FE /K pH £ 8.5£0.02, %M.

PRI F 08k (1£0.05) g T 50 mL FLZE SR ELLE 31, KU BN 2 N AR S AR TAER 100
pL 1 ZHEVEW 6 mL, #%¥% 5 min, T 4 ‘CF 8000/min % .t» 10 min, U4 HE EIHEREFSEMA 3.6 mL
KIEALH) EMR 40, $&%% 3 min, T 4 C T 8000 r/min 250> 10 min, HX4#F iS5, MN/KZE 20 mL,
FE /K pH £ 8.5£0.02, #%&H.

8.2 At

[ FH AL BTSSR 25 10 mL, 7K 10 mL A1 0.2 molVL Z./R%% (pH 8.5) 10 mL 3&4k, #%
PAS 1 ¥/ Bt i [ AR ZEBOR:, e e it Ja . ARIKFHZK 10 mL F1 20% FE VA 10 mL ¥
K, FERATRER, FUEMT, 8 mL HEE-1%F BRI, VEBEE T 10 mL B0E Y, T
40 CTRAMRZILT T, 1.0 mL 0.5% H - R S, 48 0.22 um JERE I SRR . 06 T 2R M Be il bl
T 0.5%H ER K=HEE (95+5) Hikk 10 £ )5l 52 .

8.3 ERILAFRERLZAFIZ

K a5 B AR A bR TAEROR FAL R N AR A hnvE TAEBGE R, 20 5N L3R BNk 1025 (iR %
B, 45 CRIBASRT, MA0.5% F R /K- FH VA 1.0 mLIG BEIE MR AR Y, Bl B B2 0.1 pg/Ls
1.0 pg/Ly 10 pg/L 50 pg/L 100 pg/L. 500 pg/L 184 % Flige 1 i VEAC R PNR S bR AEE i, MARIE
TR FE 10 pg/L, FFLUEMES I8, AR € i 5 BB DU o DARF A ) W T AR 1) ~F S50 5 P A F U
THIFR ELAE N RALRR, B U R B AL bR, 2 S R VT EC bRviE 2k, SR B 7R AR o8 R 5L

8.4 JME

8.4.1 BHEBIESEZZRMN
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a) BIBAE: W52 100%7KAH BIAR A I e 5 S A 35 4100 X 2.1 mm, 2.7 pm) BAH 4%
b) WBhA: ARH: 0.1%FH R, BAH: HEE, WelibhE&1E L&,

c) Ji#: 0.3 mL/min;

d) FEiE: 30 C;

e) HHFEE: 2 ul.

®1 BERBREM

i8] (min) A (%) B (%)
0 100 0
2 100 0
3 75 25
45 60 40
6.5 25 75
5 95
5 95
9.1 100 0
12 100

8.4.2 MRitBEXH

a) SR HmE BT

b) FfE A EE TR

o) KT Z MM (MRM)
d) TSR 300 C;

e) TS WE: 13 L/min;

) ZAAE ). 30 psis

g) WA 325 C;

h) B E: 11 L/min;

i) BY4HEHE: 3500V;

WFE T ZHE WK,
xR2 REEBTEHEE
WA 2GR kBTN KR RE R, eV BTN MR RE R, eV
B HIBEIE 152.2>135.2 (23) 152.2>135.2 (23)

152.2>93.1 (30D

, 180.2>163.2 (12)
&M L% 180.2>163.2 (12)
SR 180.2>81.1 (24)

180.1>1632 (12)
2R 180.1 1632 (12)
HEHl 180.1>91.1 (38)

172.1>60.3 (18)
M g 172.1>60.3 (18)
sl 172.1>113.2 (22)

SNWIGEZ-dis 167.3 >86.2 (36) 167.3 >86.2 (36)

SN 25 -dy 184.2>167.2 (12) 184.2>167.2 (12)
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L4 Wl-ds 186.2>169.3 (12) 186.2>169.3 (12)
HE bk TS -dis 180.1>121.0 (20) 180.1 >121.0 (20)

8.4.3 MZEX

8.4.3.1 EMMZE

FEAR F IR AF T WRE IR P DUR R 2R 25 55 3 A b 1) O B 1) 22 LU -5 38 Joit UGBS HE VS U+ U0
RRR L) 5 e A AR A PR B I 8] 2 BE RO 22 AE 1% s ELAGTIIN B FROADGS 8 52 58, R0 R REAH 4 AR IE A
HEF U B 7 2 — B HL VR 22 9 = 40%,

8.4.3.2 EEMZE

G5 HRE R AR VA VBRI A SR 2 P 26 o DL RC A ARV, A B R e e s vy LA TR e T R
R B E fE o iS5 DL ISC A AR VB0 S kAR Y o 2420 1 7 5 IS AE A A AL ) e P Y BEL DY AR A
R AR S AR E AR, DAEAER S B 4Fh BT RS 25 S R 3R N AR R i R I 2 S 1 £
K2 W% B.

8.5 ZTHIRNK

B AR, BRASIARHEI AT, KR [R5 20 TR AT P AT 421
9 HERITEMRR

AP PUR BRI R R X, a2 B AKX (D) THE
CsxCigX A< A/ isxVx1000
X= C A ¥ Aixmx 1000 oeeeeeeeeeseeess D

A

X —ulFEhPUR BRI &, AN BT T (ug/kg)s

Cs — R VL RCARHE R R P Um B R 2GR E, A 8 s Rk 22 T (ng/mL);
Co— PRI PUR BRI AARAIREE , A a0 e 522 T (ng/mL);
Cli— 1 R VL RCAR BT LR PURE SR G A BRI L, S A9 e BE 27T (ng/mL);
A — SRR R U BESR 200 (1 I T AR 5

As —HE RV AR HEE BT HU T3 28 25 ) VE T AR 5

Ais = FEIRBT SR BR300 ARV T AR 5

A'is —hREFR D PURBE SR YA bR T AR ;

Ve — U AR, AN Z T (mL) 5

m — R R, AT () o

10 WNFAENREE. EREMEER

10.1 RYE
TR E G E R P S RIBERE . NI L SR AT R 903 pg/ke, &N ug/kg.
10.2 HEHE

KRITHEAEIEE T 1-50 pg/kgB IR EETE I Y, H BRI IER970%~110%; fE8% F K H11-50 ug/kgii
I FESE R A, U e D 70%~120%
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10.3 RBEE

AT R A X AR R 25 <15%, b TR RE S FR HE R 25<20%



GB/T XXXXX—XXXX
M X A
(FERM)
MAEELRARELER. 7 FHCAS S

PR BRI R LR, 2> T2 CAS 5% A.l.
TAN. MFEFRAYHETBZIR. 5 FAHCAS S

& 4 T JEXL AR Pan i CAS 5
S RERE Amantadine CioH7N 768-94-5
EWI 2Nz R Rimantadine Ci2H2/N-HCI1 1501-84-4
hydrochloride
F NI Memantine hydrochloride Ci12H2N-HCI 41100-52-1
ek TG Moroxydine CeH13NsO-HCI 3160-91=5
hydrochloride
£ W A%-d s Amantadine-d15 CioH2DysN 33830-10-3
S 2. f-da Rimantadine-d4 Ci2H17DsN 350818-67-6
FE 4 W-de Memantine-d6 C1HisDeN 1189713-18-5
AL Ik S -dis Moroxydine-d8 CsHsDsNsO 3160-91-6




4 MRS XA R AR EATRE S IRER RN RER]

Mt X B
(ERM)

GB/T XXXXX—XXXX

+ MRM (172.1 > 60.3) st-1ppb-r002. d MWL MIH (LS. L =7 OU. £) SUTLDPD-TUUZ. 0 M3Mpih—05
2 x105 1.137 min 3 x1057 1121 min
H 3 3.254 \
3 8 3
S > 34
7 2.75+
2.5
6 2,251
5 2
1.754
1 1.54
N 1.25 |
1 i
2 0.75- |
. 0.54 .
0.25 h
0 = a 0 — "py - _— -
-0.25-
T T T T T T T A A w y B B
0.9 1 1.1 1.2 L3 1.4 1.5 1.6 1.7 0.9 1 1.1 1.2 1.3 14 15 1.6 1.7
SKAUNTE (min) RARBE)  (nin)
+ MRM (167.3 -> 82.1) st-1ppb-r002.d &Nkt d15
+ MRM (152.2 -> 135.2) st-1ppb-r002.d &Rk E x104 4.402 min
2 x105 4.464 min 3
] S 7
g |
S 4 { \
6 |
3.5
3 5
2.5 1 {
, ||
2 3 |
1.5
2
1
1
0.5 |
0 = = - o =y =
41 42 43 44 45 46 47 48 49 5 51 52 53 54 41 a2 a3 a4 a5 a6 a1 a8 49 5 51 52 53
SRAYGH ] (min) SRAUH ) (min)
4 MRM.(184.2 > 167.2) st-1ppb-r002.d &WIZ J-d4
+ MRM (180.2 > 163.2) st-lppb-r002.d &KIZJH 2 105 5.934 min
2 X105 g 7 i
RN S a2
© Ld
7 1
6 5.936 min 0.9
0.8
54 0.7
4 0.6
0.5
3 | 0.4
P | 0.3
\ 0.2
! 0.1
0 - ] - = 0 L B — e
~0.14
53 54 55 56 57.58 59 6 6.1 6.2 6.3 6.4 65 6.6 67 68 69 5 51 5.2 5.3 54 5.5 5.6 5.7 5.8 5.9 6 6.1 6.2 6.3 6.4 6.5 6.6 6.7 6.8
KA (win) KA (nin)
+ MRM (180.1 -> 163.2) st-1ppb-r002.d 4RI + MRM (186.2 > 169.3) st-1ppb-r002.d Ji<xHi-d6
.g x109] 6.212 min 2 xi0° 6.196 min
\
g 8 g 5 I
7 I 1.5
6- “ | 4
‘ || 3.5
51 | \‘ || 34
1 [ | | 2.5
34 | [ 2-
) | 1.5
[ 1
H | 0.5
0 = —— —= 0 — — = —u
0.5+ T T T T T T T T
53 5.4 55 56 57 58 59 6 6.1 6.2 6.3 6.4 6.5 6.6 6.7 6.8 6.9 5.3 5.4 55 56 57 58 5.9

KA (min)

K B.1. 4 Py dEs 2y

FHIES TR OISR (1 pg/L)

6 61 62 63 64 65 66 6.7 6.8 6.9
KA (nin)

Y e FL RS 2R A B AR v T



