ICS 67.050
X 10

A N RS 36 AT E E 5K b Y

GB/T 23750—2009

HMEFRPEHEREENNE
SHEaIE-RILE

Determination of glyphosate residues in plant products—
GC-MS method

2009-05-13 & 15 2009-08-01 3L HE




GB/T 23750—2009

T

]

FIRMESFRAT AOACEH F # 2000. 5B FEHBEAEFEBMAOIE). RIFEER
RANBZ L EZFE—R, ZRIEJS, 8 GB/T 20001, 4—2001¢ bR A E MM 8 4 T4 ESHF
2% AOAC B & 2000.05 WA SN AT RBHB K.

ZARHERI B S# A FIBN % B 3 0 BERME R % .

AR P EREAF R R G IEO .,

EIFEREAN . PEARKANE BB ARRERER . FETRERARER . FEARLR
HiI FHARGREERE.

ERETEREAN B BEE TE BRE GRS AE4 B,
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HUEFRPEHBRRBENNE
SHEeE-RikE

1 &R

FARHERLRE T AP S P B H B (PMG) KL MR 7™ 4 B H SL B R (AMPA) 3 58 B i S M 66, 3
BRI € s

AFEFERTRE(KRE AR KRHE M SEY S AR EERE Y E P EBR
B B AR R IE .

AFREREEM(LOQ) :0.05 mg/kg.

2 MIEHESIAXH

THIXAH PR RSCES ARSI TR AR N AR, LEE B ROSI R, EEEFRE
B BAECREE RN BB TR R E A T A4m 0, R0, kR0 AR 38 445 v X R B 30 B9 4 07 BF 9
o X S SO BT RAS . LR TE H S| AU, B A S T A ird.

GB/T 5009.3—2003 & &HKSHNE

3 R

S AKIREG 2B FRBE(CAXI B, 5L R T B (HFB) M1 =# 2R EF (TFAA LR
BLIG » AR 63 - BBk R X 5E , SMR e E B .

4 WFFHE

%5 A eSS, AR A adra, KA EBTK.
ZBRLBE k.,
R ok,
k- ;P
.
B S 4 (KH, PO .
ZH ZBE(TFAA) 4 F>99%,
L E TE(HFB) . 4iFE>98Y%,
R =05 %, AR S R AN,
4.9 PRIV PRI 16 g BB 4P T 160 mL K, A 13. 4 mL 88 #1 40 mL BB, BA.
4.10 CAX BEW 4> 7 BH 160 mL 7K .2. 7 mL # B F1 40 mL F ¥, BS.
4.11 0.2%FrBEREZMZ A 100 mL ZBMRZEEP A 200 oL ¥rEERE, 1IRS), BB K, AR N
117A.
4.12 RN SR ZBEF(TFAA)-LHE TR (HFB) C+ 1, &8 ), s i, 3 F—40 CUTF
BRI P R R .
4.13 EHBRESR SE>98.0%.
414 EHWREBBRIRES LGF>98.0%,
415 BEHBE . EPEMRREESEB:- 2 HFRERNEHR P EMRIFRES TRZHER
1

e
0 N O AW N -
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RS D, FIAWE, 0 2 WM, RAMREE BRI SRR, B R E R 1. 0 mg/mL MinHE
EREW,0 C~4 CRE, FEHN 1 4.

4,16 EHB STPEBRIESRED BB KSR ERSER . 1523 BER 1. 0 pg/mL,
10.0 pg/mL.100 pg/mL HKIE-& P EIE R . FEH TR ZBRERE B BEES 0 CT~4 CRIF. AR N
6 1A,

417 EHBE EPEBRRBARETAERR. A CAX BEBRB @ 10OBRR SR EF R R (4. 16),
4y SR HIR 2. 5 ng/mL.5 ng/mL.25 ng/mL.50 ng/mL.100 ng/mL,200 ng/mL.400 ng/mL £ RIEHF
R TAERBL IR TRZERREBERE .0 C~4 CRE, BERAN 3 A B H Bk %
R R EHACH .

4.18 CAX Ac#iE:AG 50W-X8(200 H~400 H),H",0.8 cmX4 cm, AR ARARSEZ#MS B

AREFEHLTHE.
. ARAE LA CAX /[ Bio-Rad Poly-Prep No. 731-6214 CA 94547, USA], 5k 6] S #: 88 i Fo s /M iE .

{LEEFiGHE
SARGIE- B - AR AT BRI, Bi A E B RA SR TIRE.
SR EE 0. 1 mgfo0.0l g&—H.
WEWR IR 2% -
BEa.
EREEDR.
45 18 48 25 At 5 8 A 28 .
BEHEBEE.
B BB >4 000 r/min, il 50 mL RZBREAH L F 150 mL 5 250 mL RZHHRE
PR EOM
5.9 BAKTIX.
510 RZHBHEWNHEREZEXE: 15 mL,
5.11 ZLBEATEM 4 mL, IR RNUEZHEE,

6 FMWESRE

1T AEHE
L1 REUNE
BRI EE S M A 1 ke, 2FBEREIHET 20 BB, Y0 RHEGRE, BAESHESR
P, B E R BRI, B IR
6.1.2 HiE
R YIS/ME BRI 500 g, BYRE B VIR A K, B A, B4 W iR EE, A KB AHA.H
AR HRIE,0 CT~4 CREF.

[3,]

NN NN BN BN BN Y
00 N O O A W N -

o o

6.1.3 3k
ERERE, B RS 500 g, 53K, WA BB AHARE, AR R ARN, FH L RWHiRIE,0 T~

4 CLR¥E.

6.1.4 Xk&HAE

Y EHI& SRR Se# GB/T 5009. 3—2003 HETFIRE TR E, FiIDF AL G,
6.2 HAEWM
FRER 25 g B OB 3] 0. 01 @) F 150 mL ] 250 mL R Z MR BB O F . K EEK
#3598 125 mL, BYSBEH 0.5 h, BHEHFH 5 min, F 3 500 r/min &> 10 min, B FEMW 20 mL &
2
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SOmLRZAERERBELEP(HEABEES  MAS, A 100 pL 3%, iRES 1 min, T
3 500 r/min B4 5 min, N FE®K 15 mL E2H — 50 mL BZBRBHEHEELEH),MA 15 mL —4&
F ke, JEFHR Y 2 min, F 3 500 r/min B0 5 min(FAEM RSB _EPFRES 1 K~2 1K), . M EBR
4.5mL BT 15 mL RZFUHEERFRE P MA 0.5 mL MEREWH @ 9,85, %1k,

6.3 #{

CAX /ME(4.18)2 10 mL KiELJS, A 1.0 mL $2HM (6. 2), 5 0. 7 mL CAX el (4. 10) ¥
VERIK, P A 13 mL CAX BERR MK (4. 100 BERR I AR , BE LM T 40 CHEH KB EYN 1 mL j5H CAX %
B (4. 100 E AR 2.0 mL, fFfiizkE,

6.4 fTEK

B 1.6 mL 54 R0 (4. 12) F 4 mL fiAE P, M # S BA —40 CUTHRBEKEFBZEO0.5h 5
B, B WAREN AR EE T REMA 50 pL R R BB QR A b TS W 1T R 2 AR 4,
mE/NCIRAJETF 90 CHid 1 h(4 15 min PORB—W) . BB HEFTE, HEKK T, 4R
X 0.5 h, Jil 250 pLO. 2P RE Z BR Z BE S W (4. 1D B M5k o , IR 51 G it GC-MS 43477 .

6.5 SHAGE-RifNE
6.5.1 SHEaE-REEst

a) %k .DB-5MS,30 mX0. 25 mm(4R) X0. 25 pm(BEE) , HAH K ;

b) FEAF:80 CF#F 1.5 min, &L 30 °C/min F+Z 260 °C,4f%F 1 min, H L) 30 °C/min F+Z 300 C;

o BK.EK,HF>99.999%,HH 1.0 mL/min;

d HFEEORE:200 C;

e) HHEFX AR HHE,0. 75 min JFIFH;

D ﬁf#%:z pl;

g) HWEHFKX:EL70eV;

h) #HO\AE.270 °C;

l) %?ﬁiﬁ)ﬁ:%o °C;

i) BEFRFEIR 3.5 min;

k) EiEHX:F PFTBA 7 350 m/z~650 m/z {50, % 414 m/2z.502 m/z.614 m/z #7F 31

W&, 1.0 ng/mL pREF WM AEERK=>10 1 1;
D Wk mEETFENR(CIM;
m) MHEF.RFEI1
R EHBMNERERRNENETRHEEEL

&K YR B F(m/2) BB TFEER/
EHBEPMG) 6122 BB F).611.584.460 100 ¢ 92 : 66 : 34
S EBER(AMPA) 446 CE BB F).372.502 100 ¢ 45 : 38

6.5.2 SHEAE-RENE

AR 4 R W+ B0 4 4 3 B 5 30 S R AN O A0 R M T O O, R v R {34 R TE AN SR AR T A R T
R, MERETAEBRSHEREERSHAFNE MrEER. £ EREERGT, EHBEAEHZER
RIZESX NN EYEEETFAEESAHNTE ATE A1,

SE T S R A SR A o £ 3 0 ) R B I 1] 5 0 MR VA — B 3 EL IR B 5 A o B B A
8L » 5 45 42 WA W00 8 49 1 B0 5 TG L 22 (B0 #199 = B bh A — B AR RLBE 7R £ 2000 2 PO, T AT BB R B
Wy, £ ERSHEE-FRIEFFT, AP EBROR AN HL0 4.5 min, 5 H B B 50 2525
5.2 min, JHiFES AR BHFE B 12K B. 2,
6.6 THRAHE

BRAIRFESS AR % bR 2 BHAT
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6.7 ZRiHEMRR

7

7.1

BEROAFHBERSPEFBAEPERRORESROIASERATIREAE

_ A X,
Xi_AsXcXIOOO

G-l L
X— BT EHRSEFEMRORESR, BUNERET R (ng/ke);
A— R R T 60 B P A B R P B B R Y i T B
TR PR H B P EERNEE, BRI AT EEZET (ng/mL);
BRELERBRWESRS FAERTETBRET ERRKERR;
BARBPHARELNOER, BN REETT (g/ml).
BAHBHFRREHVBEXNOHE:

mX 4.5 XV; XV,

C T 125X5.0XV, XV,

Cs
A,

c

KA

m—— R IR R R, AL R T () 5
Vi— BB PR #1T CAX B L I AR B B 9 Z T (mL)
Vo, ——CAX HE¥HL 5 BUL AT AT AR M R B, B0 0 2T (L) 5
Ve —CAX LG M E A, AR Z S (mL)
Vi —— WA R BRARMEREBL B AR ZEF (mb) .

WL RUREHBEMERERRZ RN, REFAH BT

1 1y =2 F0 45 o R

=] g ==
AFHEEMEMRZRBEITENT .
——0.05 mg/kg: BH B, 70. 0% ~101 % ; E H L BERE,72. 6 %6 ~101%;
——0.50 mg/kg B H B, 74. 2% ~106% ; S P ZLBERR . 74. 6 % ~108 % ;
——2.0 mg/kg B HBE,75. 0% ~103% ; & H HBERE,80. 5% ~108%,

7.2 WK

A7 A X R e 22 <15 %

(1)

e (2)
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W R A
(BB R
RERTEDERERFEEE

Abundance 4.51
400 000 q
300 000 —
200 000 —
] 5. 20
100 000 —
| )

T—
6.00 {/min

4.51 min Jg 5B 2 B8R ;
5.20 min JyEH B,
BA1 ZFEEE SHEGFESTEYNERE FEIEE
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B % B
(FRHER RO
FRESRFTEDRIEE
Abundance J 612
1 400 000
3 584
1 200 000
1 000 000 J
800 000 —
3 213 486
600 000
. 338 460
400 000 J 556
200 000 69 100 261 166 429 l
0 3 i l | 131 161 188 b L. 297 (] 400 | J S ll 642
T 1 ] I Ll T i T I T T T ] T
200 400 600 m/z
BBl EHEFERTEYNESOREREE
Abundance | 446
200 000 3
150 000
E a72
100 000 502
] 126
50 000 | 6 571
1 181 247
O—I.U.llul. | Lo %8 st . .
T [ T T ‘ T T T T { T T T L T T T T ' T T T T
100 200 300 400 500 m/z

H B2 SREBRRRAERTEYHESAMBER
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