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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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RREREERGRE
HMEERmPEZRBZBEENIE
BB E- R BRI

1 EE

APRERLE T YRR & P R R B B WA G- BB AT .
FIRHEE A TR P EERRERONE.

2 HEiEsI AxH

TH SR FASCF BB R A ART A . FLRE B 38951 304, U B IR AE A T4 3
. LEAREABINSIHXE, B IRA BENA N ERE) E M FASME.

GB 2763 RSEREEFME BRTRABKZERE

GB/T 6682 4riscieZ FI/K AR AR L0 7 bk

3 RE

RE P BB I K 0 B BRAR B, B2 B A B A BUS LA, b M S @R 9 - P R
(9 - fluorenylmethyl chloroformate) & i J5 4 BL BT A4E B8k B - FMOC(glufosinate- FMOC) £ 4
E-FSEERREN . IMr e’ .

4 SFFneE

%5 A ULEAS , ZEAHr P AU A AT 25N A GB/ T 6682 L@ i—Z%K.
4.1 &3
4.1.1 ZJ5(CH;CN,CAS & .75-05-8) . fai%4li,
4.1.2 FPEE(CH,;OH,CAS&.67-56-1). 64,
4.1.3 Zm&(CH;COONH,,CAS &:631-61-8),
4.1.4 W#4h(Na,B,O; » 10H,0,CAS £.:1303-96-4),
4.1.5 SEH®-9-FEPE(CsH, ClO,,CAS 5:28920 - 43 - 6) . 4L 99. 0%,0°C~4CHRFF.
4.2 BEEE
4.2.1 TRERELSErhYEM(50.0 g/L,pH=9) . FRHX 5 ¢ TIEEHI (Na,B,O; « 10H,0), I/KB MBI EEXZE
100 mL,
4.2.2 GHB-9-SEPEEZEAEBKA0.0g/L) . FR1gEFR-9-HEFE HZHEBRIIFESE
100 mL,
4.2.3 ZBRE/KIEM (5 mmol/L) FRER 0. 385 g ZEEGEMB FE R/, FKEAZE 1000 mL,

4.3 FER
B (CsHisN; O, P,CAS 5:77182 - 82 - 2) i - ZHEE=>99. 0%,
4.4 FRAESHES

4.4.1 BEEBHTRVEMHEEV(100 mg/ L)  EBIBREREEZ AR 10. 0 mg T 50 mL BE#RF , FIZK RS

R B 100 mL FAERS, FFAKES. HET 0C~4CHkE. HRH 6 7~H.
1
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4.4.2 EEBERAERRIAMR (10 mg/L) R 5. 0 mL BT ERS S AWRT 50 mL BB, HAE
. WETFOC~4LCHE B 11MA.

4.5 #E

4.5.1 SpHSEE(ALO,,CAS 21344 - 28 - 1) ;0. 075 mm~0. 15 mm,

4.5.2 ZEEBHRYIKE (MWCNTSs) B2 10 nm~20 nm; R WK 5 pm~15 um; LR E R
(225+25)m?/ g,

4.5.3 ¥BRE.0.22 ym, BHLE.

5 (UEEMigsE

5.1 WGBSR BiA S B F I (ESD,
5.2 HWR¥.BE 0.0001 g B&E 0.01 g,

5.3 HALWBEN,

5.4 Bl EEAET 10 000 r/ min,

5.5 WRIERYAS.

5.6 1EEBKEH.

6 HEHE

B KRR B R A AR E R — S B, B S URERR A3 R GB 2763 MUALE AT, ST MR
ZINEIRE i FEURE J 2 BRAL B X T MR BEK R AR 2 S T ZE X R AR AR IE 430 BRI /N Ak
B X T4 R PR AL & BRESTE Z RO, TERRRA DB/ SRS/ MRS A28 BUS Y
REREHYIRE, MRS, RS EBUR R B A A SR P BRI . SRMARZBESF.

B 2e#an 500 g, /S (SR8 AT 8T 425 pm ARHERI T, AR Z AR ER 4. BukHE
Yk ERAEFRHER S 500 g, MBEEIEHES  MAR ZBIREEF.

HYIMAEBEH S,

BHEF-1I8SCUTRERRE.

7 SR

7.1 &RE
7.1.1 @mROKBR.AAEHZE

FREL10 g (R B 2 0.01 @) AT 50 mL .0 EH, S WK F A K, REMA 10 mL B @
(4. 1. 2), 3R BEIRT 2 min J5, LA 3 800 r/ min B> 5 min, F514k.
7.1.2 HER.FHHE

FREX 2 gORSBAZE 0. 01 @) AT 50 mL B0, 2 MR A XK, REMA 10 mL P24, 1. 2),
RBEVRY 2 min j5, L 3 800 r/ min B0 5 min, R4k,
7.1.3 & BRhRMEY A h

FRER 5 g (R ZE 0. 01 )i T 50 mL B.LE o, 2 M3 A #K, ARBINA 10 mL FEE4. 1. 2),
WIERY 2 min J5, P4 3 800 r/ min B> 5 min, k.
7.2 %4
7.2.1 HEKRBRAAHE FERFHE S5

HERRIRIR 1 L SREUGE FFRA 5 mg SREBYIKE (4.5.2) ) 2 mL B.OE P, BH5E 1 min 5, U

10 000 r/ min®.L» 3 min, B_EHHBGE 0. 22 pm FHL R 5. D FH—4 2 mL B, FHTEL.
2
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7.2.2 hEHEYE

FE A ERR U 4 mL SEHGET 5 mL B0 R, BT —20°CHYPKAR A VR B ARG UL 1 ml B3
WTFRAT 5 mg ZBERRGKAT (4. 5. 2) il 50 mg H PB4 (4. 5. 1D 2 mL B4 b I EE 1 min J& , DA
10 000 r/ ming> 3 min, BL_EHFHGL 0. 22 pmn AHLRIEME . 5. 3) T H—4~ 2 mL B8P, FrfirA k.
7.2.3 1wk

HERAI L 1 mL $RBGE HAE 0. 22 pm AHLRIEME L. 5. 3) T 5 —4~ 2 mL BL.08 P, fifif 1.
7.3 &k

HERAR 0. 5 mL k)5 AGERIUE T 2 mL B0 H. BILA 0. 5 mL MR ER e bl (4. 2. D LIRS
JEHIA 0.5 mL S - 9 -2 3L W R £ B ., T A0C/REBHATAE 1 h Ak E L
10 000 r/ min #.» 1 min, B_E 8 T G MO IR B v T
(7.5)0. 5 mL %0t 5 2[Rl ) i1
1.4 B EEEHG
7.4.1 HHEBIESES

a)
b)
c)
d)
)

7.4.2

a)
b)
o) I3 500 V;
d)  BUIERE:320C;
e RALIREE:300C;

) BN, :45 psi;
g)  HEEIR(N,) 110 psi;
h)  FHESEA: L. 5 mTorr;

D K X 2 BB R (MRMD , 28 52y Wi 21k e 2.

*£2 EEBSTEY glufosinate-FMOC H47 B Bt 18] #0 % & K7 280 (MRM) 8514

o s {4t 7 e ) AETEE R SE R TR FRE hE
LS min * m/ = m/ z Vv
P 404.0/182.0 15
T ERT A 5.5 404.0/182. 0 101, 0/ 208. 0 10
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7.5 HRAEIEHL

L PR o ) VP S R SR IR R AR B ¥R BE R 0. 01 mg/ L. 0. 05 mg/ L.0.1mg/L,
0.5 mg/ LAl 1 mg/L #ZR3|E FRITEARHER B, AT . D EHRSH GIEMRSANE. DEY
TR R VR B B AR AR AT AE W I I AR AME R A A LRI 4R SR M A T B X R . &
JR VG B AR HE PR R N LA
7.6 EERER
7.6.1 {REBRE

B AR AT Y glufosinate FMOC {35 0de it 4 B Bt 6] 5 4 L 47 v €5, 3350 Ay B B il 4
B, MR E NI L2 SHZ A,
7.6.2 ERBTF.EUEFRFETEEL

FEMRISE R A0 T ZEATRE S U B B, A0 RAR ) 20 10 R 8 i B S5 AR AR — B, 3 ELZE 4TS
RRERFMEEET, BRI EE FLOAE R, EONEHE | MEETFM2AFET,
1M EL R — R AL, 3ot [ — b &4 #E R BARAE B0 2 AT B AN = B 45 e B A 4 AT YE S
WA LL , FOAAXTR 22 AL R 3 HL5E RS B, J0 T S e 3 v A A B R

F3 EMHUENENBFEENRARITRE

L::Livly s 4=F g4
X EFERE >50 20~50(&) 10~20(&) <10
ST E +20 +25 +30 +50

7.7 Wz

e I3 UC L AR P VR VAR T VS TR 2 AT A AL T 20 BT A TROHE 42 1 R 6 FR A o, LU 53 e e R 2 4
BT B P B T W B AR AR TR MR R B R BV B Y, A A v T AE dh R R v B R
IR AL RS R, RAMr R E 2. RBEaiRg.
7.8 =HRE

BAINRAESN 308 7. 1~7. 7 WIS H T AT 4E.

8 ZRItHE

AR EEBEA R BB LR B w it A LTS T 5 (me/ k) 2R, A (DIHE.

mAXE XU e,
w= A, Xm D

A

w— KPR E R, BB T ET W (mg/ ke);

A — iR P R T A Y RIS AR

A—ARMER R P R T A W B O T AR

ps —ZERILECAE TR P R R B, S ZE T EF (mg/L);

m — RN RE, BT () ;

v —RPIEBSER, AL ZET (mL) ,v=20,

HRERUEEEFMGTREBHN 2 KT MEERNERTEYERR, B8 2 MAERESE. Y4
RRT 1 mg/ ke B, 4R E 3 RIAEF.

9 WwmE

9.1 HEEEHEMT 2 KB LUEERNAMNERKTFEEMERCO  EEHR ) MEEY.
4



a) FHEHRO0.05 mg/kg BF, BE R (K 0.01;
b) E&A0.1mg/kg Bf, BEHIRG)H 0.02;

¢ BERFO.5mg/kg Bf, EEHMR ()N 0.09;

&) EFR¥ 1mg/ke bf, ERHR()H 0. 19,
9.2 EFIHFKMT 2 WM e R4 ERK TEIMERR) , BEMER (R MEIE R .
a) FENO0.05mg/ ke it , HIHR QRN 0.02;
by HEH0.1mg/ke it, BEHRERIN 0. 04;
o HERNO0.5mg/ ke b, BHHER KR K 0. 16;
d EHEN1mg/kgbf, BEMRER) N 0. 24,

10 Htts

BBz R 0. 1 mg/ ke, FAEG BB RIR Y 0. 05 mg/ ke.

11 B

1.1 5 mg/L BEBG A YARER BN SRR REE LA 1,

WARE{E
x 10¢

10 }
08 |
06 |
04 |

02

0.0

136.0

ll4|.l I

182.0

207.9

4260

404.0

448.0
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ED: 3
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1 5mg/L EEBITEYURAERRHYEAMETEE
1.2 0.01 mg/ L BEGBMAYIRERREAEELE 2.

.54

414.0/182.0

)ﬁi?zﬂi,m]:

b

I

414.0/208.0

2

3

4

5

6 7

B2 0.0l mg/L EEBITEYIRERRAIER

8 tmin
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M E A
(FREMR)
FrigEREkE RERRIENAHVKERFER

JIT R B K R PR AR IR AR K R R AR AL L,
FA T FTiLEE BELET 7k B 1S B3R

L2 B %%Hiuugbkﬁ
SEERCH hi
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