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National food safety standard—

Determination of glufosinate—ammonium residue in foods of plant origin

Liquid chromatography tandem mass spectrometry
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1 JEE

AHRERLE T AE IR £ i B B B R YRR - B 59

AKREE F TR £ ity o B B B R R DM
2 BEMSIAXH

IHNSCAEXS T A AT R A AT AR o FUREE H 51 SO, AU HIRI ARCASE FH T3
Pro NARAE B IR SIHSCH:, HEo A CEAEHTa fB ) @M T A .

GB 2763 £ A2 KR B BR &

GB/T 6682 73-#r 556 2 F /KRS AR50 7 12
3 R

TR PR R g R KR PR R SR I, PR AR AR HOR A AL B, AR S ST R -9- 7 HE TR
(9-Fluorenylmethyl chloroformate) N5 A B FIAT AE L 42 %-FMOC  (glufosinate-FMOC) £83iAH
- BRI VE R, AR E B
4 HFFRR

B A BLEHAN, AR5 AT AU FH 23 B 4R FGBIT 66821 7 & ) — 27K
4.1 X5

4.1.1 ZJif (CHs CN, CAS 5: 75-05-8) : i,

4.1.2 FEE (CHsOH, CAS5: 67-56-1) : fhifali,

4.1.3 &% (CH;COONH,, CAS 5: 631-61-8) .

4.1.4 WIEREN (Na,B,0;°10H,0, CAS 5: 1303-96-4) .

4.1.5 FHR-9-ZFEHEE (CisH;ClO,, CAS 5. 28920-43-6) : 4iJ¥ 99.0%, 0~4CIRff.

4.2 B RECH

4.2.1 WRRELZZ AW (50.0 g/L, pH=9) : FRHL 5g MlER4H (Na,B,0,+10H,0) , FH/K¥ I 2% 100 mL.
4.2.2 ETPIR-9-75HFlE LW (10.0 g/L) = FREL 1g S FR-9-2 2 i, F VAot e %5 2 100 mL.
4.2.3 ZMHEOKER (5mmol/L) : FRIX 0.385g Z. MA@ sk, FH/KEZZE 1000 mL.

4. 3t



GB XXXXX—XXXX

BB (CsHigNsO4P, CAS 5: 77182-82-2) ArifEfh: 4lifE =99.0%.
4. 4 pRofEA IR H
4.4 FUEBEARUERE TR (100 mg/L) - HEFRFRECEE AR UE L 10.0 mg T 50 mL BEAR R, UK
R E] 100 mL HESH, JEHKER. HET 0~4CIkHH, A6 ~H.
4.4.2  ECEPERRAET RIE (10 mo/L) « WREK 5.0 mL HARBEARERE A VAT 50 mL AR, FKE A
BT 0~4CUkAE, AROHL1AH.
4.5 18}
4.5.1 HPEFELE (ALO;, CAS 5: 1344-28-1) : 0.075 mm~0.15 mm.
4.5.2 ZEERIVKE (MWCNTS) : RiAR7EH 10 nm~20 nm; FRiK E: 5 um~15 pm; LR (225
+25) m’/g.
4.5.3 JEE: 022 um, HHLFR.
5 {USEFgE
5.1 AR RE- R RS FCA S 5 YR (ESD .
5.2 /M RF: J&E 0.0001g. /& 0.01g.
5.3 HAHGIHAL.
5.4 BELHL: HEAMKT 10 000 r/min.
5.5 R lEdRG A5 .
5.6 fHIKH B
&
BRI AKRANE R R AR AR e — e &, R IR AL 3 GB 2763 BUE AT « X TMA /N1
FEdh, BUREG AfRAR ] X TAMABOR IR AR S FE S, T AEX AN B R T _E 2 BN BRI NS AR s %f
Ta PR 4 B R AE & A ZE S AR, ATZEAS R AL DI Bl s B s A B HUS R R
R, FeoniRe], FVUEABURE S E BN A GG L SR ST 3 . ST R IR g

o

IR ZERE T 500 g, B o (A F al il 425 pm BROARAEMI B, TN SR M EAE . BOHEME . %%
M BERANE R AL % 500 g, BRI SRR A), TN R SR EAR .

YRI5

B T-18°C LL R IR AR AT
7 SWER
7.1 $2E
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7.1.1 BRI, KR, RREFE

FREC 10 g CR§f A 0.01 @) BlFET 50 mL B0, S KTk A %K, SRJE I 10 mL HEE (4.1.2) ,
TRENR 2 min J5, LA 3800 r/min &0 5 min, FRfL.
7.1.2 BFER FEHE

PRI 2 g OREffEE 0.01 ) WFET 50 mL B0 H, Z I A K, SRS 10 mL AT (4.1.2) ,
TRERRY 2 min J5, DL 3800 r/min &0 5 min, f#if4k.
7.1.3 A/ BE, hEHMES. BYmAe

RIS g OFEffiZE 0.01 g0 e T 50 mL B0, Z LB A fbK, SRS 10 mL HIEE (4.1.2)
WHENR 2 min J5, L 3800 r/min &0 5 min, L.
7.2 Bk
7.2 1R KR BR, RHEE. FFEH FHAE, 9%

HERIR L mUSR UK T PR A S mgZ BERRGKE (45.2) (1) 2 mLES.OE H, JRiEL minjg, LA10 000
r/min B3 min, H_E3ERIZ0.22 um B HLRIERL (45.3) TH—P2mLE 08 d, FfiTAf.
7.2.2 HRMEMR

FEWR A HE B R4 mLSR G 15 mLES- &, B 1-20°C UK A RIS, SRS mL EIER
FHATE Mg ZEERYSKE (4.5.2) FI50 mgrhk AR (4.5.1) 192 mLES.LE h, #REL minj&, LA10 000
r/min E5.03 min, H_EiERIL0.22 umBEHLRIER (45.3) THR—M2mLE0EH, R4,
7.2.3 tEPEE

AERAIRE L mLIR UK B30 0.22 pm A HLARIEREE (4.5.3) T —2mLELE T, fFhrdfL.
7.3 1T

HERATIR0.5 mLIFAk 5 BRI T2 mLEs O b, INN0.5 mL BlER Hh 2 vh il (4.2.0), IRSIE
BIN0.5 mLEHR-9-%7 5 R LG VAW (4.2.2), i figlmin, T-40°C/KIEH1T4EL h, fi74E )5 EA10 000 r/min
201 min, BCEIEOL0.22 pmAHLRIERE (4.5.3), MRS, AR RS ER R (7.5) 0.5 mL
i e IR AT AT A A
7.4 WBSEEH
7.4.1 HHEBIESEX

a) filFE: Cug, 50 mm x2.1mm, Kif21.7 um, BEFH S,



b) WEhAH: ANS mmol/L ZIR¥IKIEW, BALKE, BRIETHAER LKL

c) MiE: 0.2 mL/min;

d) FEif: =i

e) BEFEAR: 5uL.

FT1 BEERER (Va+Ve)
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F [a] N AN
min Va Ve
0 95 5
4 70 30
6 70 30
6.1 5 95
8.0 5 95
8.1 95 5
10 95 5

7.4.2 FUESEFNH

Q) B AR BT
by F R IEE
c) Wi%H & 3500 Vi

d) BAEERE: 320 C;

e) AR 300°C;

f) S (Np): 45 psi;

9) R (Ny): 10 psi;

h) filffE <& A: 1.5 mTorr;

i) BT 2RI (MRMD, 2 OB 264 W3R 2.

= 2 ERBTTEY glufosinate-FMOC BY{RBBETIE]FN % e R A (MRM) &1

HR AR LR B 1] 5 T M B i fE
min \YJ
e e 404.0/182.0 15
T ERT A 5.5 404.0/182.0
404.0/208.0 10

7.5 T EmZ
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Vg T Az IR A 1R v RV FH 7 8 SR SO R BB B VAR ¥ 050,01 mg/L. 0.05 mg/L. 0.1 mg/L. 0.5 mg/L
L mg/LIf RV JRITEARHER IR, & (7.3) ATAENIES 5 OISR RS 2R e . DL i ik
JE AR, HAT AW TR R B R AR, bR I 2R, SRIBIA T FERAHOC R 5. FE UL KR

YV VRS I IR o
7.6 EERER

7.6.1 {REBRTIE]

A R b B 4 I 7 2 W glufosinate-FMOC €2 1% U6 11 £ B e [1] 5 4 RS2 A HE € B 0 £ £ B4 B ) A L
B, ARG BRZE BITE+2.5% 2 N -
7.6.2 EEBET. EEBFRFEFFEEL

FEAH RS 06 2 P JEAT R S T, SRR 4 £ €0 00 0 £ £ RO ) 55 B v AR A — 550, O FLZEFI R
T35 AR b, H AR AP R e B AU I, 2D MR — AN REE AN
171 L) — KL, %m0 &, RS BRSPS B AR R = B2 LE 5 R BE AR A A b v
WAHEL, HAHXHMRZE AL R 3 e (a0 ml ) W ot v A 7 B

*3 EMMNEMNBETFEENRARLFRE

X ETFEE >50% >20%% 50% >10%% 20% <10%
SO AR 2 +20% +25% +30% +50%
7.7 ME

R i ot UL BC AR HE VA BN AF IR R AT AR A 5 20 E N VB il - Bl B I A e, DAOR B I TR1 A E 1k
BB, A it S R 5T R R P N A AR S RV RE T P, R A oA A i 2 SRR B RR
(RIRE i BOARRE JR b e, SRS E . RIS ik

7.8 ERRE
BRAIAFESS, SR A 58 A0 B 1) P BRIEAT AT 484 .
8 LHRITH
RE R B 1 i B DUR B E w ik, BEDEZSE T (mglkg) #on, AR (D HHE:
- A;s’fr:v .......................................................... (1)

A
A—— SRR P SRR AT A D e T A 5

As P i B AT 2 AV T A
ps BEJRVCHCARHE AR S AL B R PR L, SRR TR T (mglL)




m—— REERIFE, AT (g) ;
v—— REUESAATR, AN ZTE (mL) , v=20.
T 25 B DL EE R 25 F T FRAS I PR IO e 5 B RSP I ME R N, IR AL BT, HEE R

KT 1 mglkg bR =00 F 87

9 BEE
9.1 EEBMEFMAT, MIRMILNELS RMLEX ZARTELIER (D, EEWER (D K8EEN:

&N 0.05 mg/kg B, FEEMER (r) v 0.01;

SEN0.1mgkg I, EEMER () Jv0.02;

S8 N 05mgkg I, EEMER (r) v 0.09;

S8 N 1 mglkg i, EEMER (1) 0.19.

9.2 EHINEFMT, MURILINE S5 RALEX Z AR THIER (R), HIER (R) HHEA:

28 40.05 mg/kght, FHIPER (R) “40.02;

it

m}

S & ON0.1 mo/kgitt, FEELMERR (R) 40.04;
5 oN0.5 mg/kght, FIPERR (R) “40.16;

RN mokght, HILMERR (R) 40.24,
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10 Hft

T BRI I 1 2 2R 0.1 molkg,  HeE AR I 2 &R 90.05 mg/kg.
1" EE

g

1.0
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182.0
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136.0 \

1141
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404.0

%60.0 448.0

I . L{JAL
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Relative Abundance
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414.0/182.0

Wl

100
80
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\
S

Time (min)

414.0/208.0

2 0.01 mg/LESREEITEYIARER IR B IEE



FTZEREKE, BRI KERRR

Mt R A
(FEREMR)
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RAFHEEREKE, MEEBLREREKEREER

- FKE FRFE PEULATHM K B
% g g
ZEERH 1A 85 10 1.5
PR3 95 10 0.5
i 95 10 0.5
HiT 90 10 1.0
Ly 80 10 2.0
#H 95 10 0.5
B as) 75 10 2.5
E|5 85 10 1.5
SR 85 10 1.5
B 90 10 1.0
Hi 80 10 1.5
i 85 10 1.5
R 75 10 2.5
AR 90 10 1.0
Gy 90 10 1.0
H <10 5 10
K ELIH <10 5 10
ik <10 5 10
N <10 5 10
ES/S <10 5 10
164 <10 5 10
G <10 2 10
TEH <10 2 10

s AL ETEARTR b 3 BT AT AR HL K g SR AT R K
T B K EH K E 10g,




