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Method for determination of triazine herbicide residues in soybean
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Il

]

AARAERI B R ACHESR B IR C 2 0 BURMAE R % .

FAAfEd EZOAMEAT HEEERZ R QR HFHAA.

FirAERR A P AR AR BT B  P E AL R P EARMEIL R ASRKRERER .
AEEEREENBRLR BE KRS R G FR FEP LIB F A BRI
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AER=ZBEREFXBENNZE

1 e

AAREME T KRG PG O R TN R T R R INKE VR T A,
FERK R F T B AR TR R B B AT OB 5 B R - B / B A U RE T

AR MEE AT RS P R E VR R R TR R LT R B R N GE VR T
FRE TR INES FRGREBNENRHIE.

2 MIEHSIAXH

TR P RAZRS ARSI MR AR KX, LEEH BN HXEG  HEEHE
KRR (AEFEERY N BB TS AE T AR, R T, SKAIAR 35 4 b v 5 M & T BT
RE XS XA EFRAE. LEAE RS XS, HEFIRAEH TR,

GB/T 6682 4r#rik3e == /K #LA% ik 56 5 3 (GB/T 6682—2008,1SO 3696:1987 ,MOD)

3 R

AP =B RN A R 258 & 63U (GPC) R H €L 45 SPE fEdfb)E, AR
AR 6 T AN AR B0 BRI/ BN E SR ke B

4 HAAFHE

BRAER B UL, A RN B M4, 7K GB/T 6682 HLE I —%KK.

I ik,

—EH B

AR,

B .

B A AR B R4S 1 000 mg,6 mL, fFHAETA 5 mL — B 5E.

AR .0.22 pm,

PRdE S VO A R PR ROE B AR FRRE NGRS TR RS T
ﬁ NS RS HEHKT 8Y . HEXEES MR AdRERA L
4.8 IREMER - EHKRIGERM 13 f =R KGR, F S BE 5 5B H S B A 100 pg/mL B
PrAERE AW
4.9 BAEVETER - BIEFTE, 4 FITE 13 F = B 255 44 5 W0 It 30 AH 76 R e ) & X9 B
IR G P dE TER.
5 {NF|MIEH

5.1 BERWAHEIEN(HPLC) .l R &S| K128,

5.2 WM IE-FR I FRE I (LC-MS/MS) . it 4 B B E % FIE (ESD .,

5.3 HREE.

5.4 BRBBEOE P ,700 mmX 25 mm ;EEl, Biobeads S-X3,40 g,

5.5 k%,

5.6 BLHl.

5.7 TEHEFEERL.

Pl S o o
N oo s wN
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5.8 FMFEREE.
5.9 &AL,
5,10 BURILHEBLE.

6 REHESRE

6.1 HKEFEHE

BUCER AR 500 g, A B PLBY BRI 23T 0. 425 mm BIRE R IR AN 50 R ATE R A
wN FE IR
6.2 WMEREF

AT 0 C~4 CELRA. B HERREFIBRFTUP ERAEZRATRERERERATREEL
AR

7 ST H

7.1 &

FREL 10 g E 0. 01 @ik T 50 mL BB ZHEB LB, MA 40 mL ZJF, ¥ 2 min 184,
TP A% 30 min, 4 000 r/min FE.L 5 min, ¥ L FERFEBZE 100 mL BKLE S . FEAZRE M
A4 mL ZHEEED FRERR—K, FHBRERE, T35 CTREKHFZEAN 1 mL,N, KT, HZ
AP MR, €K ZE 10 mL,

7.2 ®i

i GPC HEHHERERA L RERAEGZBE 7.5 mL, & 5. 0 mL #FFE, M - E B T,
W& 5 mL/min, KK 228 nm, £ 14 min~24 min MIE S TRER P 740 CRBTREXLRE
BT. A5 ml ZEPLERE.

¥ ERBBREBZBRFHN/MED. A EFFHRERRE B (RESA 1 mL/min), BH 5 mL
R BT, SRR A MRS 2B AR TEH 1 mL WEHES. iF0.22 pm IE
B2, 4t HPLC #1 LC-MS/MS M 2 .

7.3 WE
7.3.1 HPLC & E &4

a) A% .CeHE,250 mmX4. 6 mm(42),5 pm, BiHH Y #;

b) WEhHH: LK. BEFFSAMFE BPEB.1;

c¢) FiE:1.0 mL/min;

d) R#l¥ K228 nm;

e) HHE.10pL;

£ |30 C,

7.3.2 LC-MS/MS &%&%

a) iR Ceft,150 mmX 2.1 mm(H4R),3.5 pm, B{H Y4 #;

b)  WiEhAH: ZHE-0. I KB M ERAES W B £ B. 2;

¢) 0.2 mL/min;

d)  FHHEE.10 pl;

e) KEiE:30 C;

D BEFKMSF S HHR B XK B. 3 &K B. 4.

7.3.3 EEWME

7.3.3.1 HPLC ¥ -BEHBP=BXRENNITE, EERBEMHENIRE T/ERR, RSP =
1B 2 % 5] £ ) 07 B AE A ZR R U A R PE VS B A . SR TAE R RS A S PRI E . 75 b
® HPLC (U ER &4 T, 2% R At 450 % : FiE5E 9. 10 min, T EE 12, 10 min, E 2 12. 30 min,
2
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FEPLE 13. 36 min, BERLEH 13. 96 min, FiEL¥E 16. 70 min, 533 17. 53 min, 3P K38 19. 21 min, T8
21. 32 min, 35 K ¥ 23. 42 min, 5 T 25. 52 min, L% 29. 00 min, F % 32. 80 min, BHfAEES
WHF CHEC 1,
7.3.3.2 LC-MS/MS ¥ - REARP="BXRENN TR, W EHENRETI/EER, SR
rh = BR R BR B A e LB AR R M R R B . SR TR B R B SRR S EHREDE.
HEERNBEGT . SEFE PN . FH5E 7. 66 min, FFEE 9. 12 min, HEHE 9. 23 min, FtEH
1 9.06 min, B E ) 9. 38 min, FE % 9. 96 min, 35 % ¥ 10. 15 min, $F K38 10. 19 min, ¥ T &
10. 45 min, 35 K ¥ 10. 88 min, 4& T # 11. 21 min, P2 11. 62 min, B % 12. 23 min., WA 6%
W/ REaERS LR CHhEC. 2.
7.3.4 EHAE

B ARSI A FAR HE VW, 0 SR A AL & W B B e 3 e R B B IR] S AR ME R L A
T2 5N AR REZ NGRS PR IE S SR T3 T B A £ B 5 0k B A X4 B 45 M 25 WA LG, A
FEMEABITR 1 WHE, Nl HEH S FEMNA EIREEY.

*1 ENHNEHANEFEENRRATRE

HEETFEE/% >50 >20~50 >10~20 <10
RFMHETRE/Y% +20 +25 +30 +50
7.4 =HIEYE
BRAIAFESN , 8 bR W2 2 BRFEFT.
8 ZRiTEMRE
AP FUAS YRR E BT RN EUSHHORELEB/REHERXDITE.
AXe, XV
X= A Xm ¢
A

X—EBHPEUHAIHNERE SR, R AZFRE T R (mg/ke) ;
A——FE P BT 4 Sy B TR AR
A— LR B A S R ;

o ARME AR P BB 2 W BE , AL N B ZE T (ng/mL) 5
V— R B A E AR, B AL ZE T (mL);
m——RARBFTAERNRAER, BN (2.

. HEERTHZaETR.

9 FEERANEY R

9.1 JWE{XER

2 bR A VBUAE £33 35 X 45 A U 4 M U B AIRBR A 0. 02 mg/ kg s W AH €8, 18- B 33 / TR 1% ¥k X &% U 0 O U
EALFR A 0. 005 mg/kg,
9.2 Mg

2B o RV B T B = R R BR B A M M BE AE 0. 020 mg/kg~1. 00 mg/kg Y5 B A, -3 [ g 3
K9 71.87%~101. 94 %%, HXF AR AEMZE N 2. 25%~10.73%,

A BRAE A (- B/ PR B = R RS K B 7E 0. 02 mg/kg~1. 0 mg/kg 3 B , V-3 [ Y
HH 62.66% ~120. 1% , X ARSEMZE N 2. 5556 ~19. 61 %%,

Ak fEMhttp: //www. foodmate. net



GB/T 23816—2009

M F A
CEHMER R
ZEEBREFEER
XAl BHZBEEREAELRER
— Y A
ZHEHRRERN CAS SFR o W R
&K g HMATRE
Hf
EE;HE C3H15N50
673-04-1 N~ ™=N
simetone 197.2 l
B Ao
HN—/
?ﬁﬂg 122-34-9 & H.: CIN, N\ </N——\<\,
simazine 201.7 HN
N_<
Cl
N
A/
H
gg% 21725-46-2 G Hi CIN, \/N\’/N\’/ NH
cyanazine 240.7 '
N\‘/N
Cl
/‘\NH
Sl 1610-17-9 GHaNO NJ%N
atraton 211.3 )I\ J\
c‘) N/ NH
N
NG
B CsH, N, 0S 77 W
metribuzin 21087-64-9 214. 2848 J\
o} T s/
NH,
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xRA D
ZBRAEERER CAS SFR
g B X
&% i B M3 4rFHRE
HN/l
CsHy;sNs S
TR 1014-70-6 P N7 NN
simetryn 213.3 /“\ /]\
Ci
s Hy, Cl )\
wEm 1912-24-9 Ce L CIN, N7 NN
atrazine 215.7 )\ JI\ /L
N N/ NN
H H
)\NH
X3 10 His Ns
fhxm 1610-18-0 Cio HisNsO N~ TN
prometon 225. 293 /l\ /‘\
f /*
(0) N u
- \H/ YNK
! CioHisNs O N N
KT 33693-04-8 P =
terbumeton 225.3
rNH
/‘\N]—l
7 CgH”NsS )\
R 834-12-8 N~ N
ametryn;ametryne 227.3
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FAGED
ZERBRERN CAS 4FR Wt
£ e FHX 4 F R &
H
Cl N
\]/ \[<
BTHE 5915-41-3 Cs Hy5 CING N\(N
terbuthylazine 229.7
NH
NH
HES 7987-19-6 CioHisNs S N/I\N
prometryn 241.4 /‘\
s
ﬁﬁ?% Cll HZl N5 S \ :
4147-51-7 NH
dipropetryn 255.4 :

Ak fEMhttp: //www. foodmate. net




Mt % B
(3 R B RO

GB/T 23816—2009

BREHERENRECE-TUE/ RIEENESH

Bl SUARHECEEIRECEHRERRF
BB A [ / min K/ % /%
0.00 80 20
2.00 65 35
11. 00 60 40
12. 00 57 43
16. 00 57 43
27.00 40 60
28.00 35 65
34.00 25 75
34.01 10 90
40. 00 0 100
40.01 80 20
45.00 80 20
X B2 HEEERE/REEIRECERERR
B /8] /min ZHE/% 0. 1% FBRKBEH/ %
0.00 20 80
7.00 90 10
9.00 90 10
10. 00 20 80
16. 00 20 80
® B.3 RiKH
BT ESI+
BHERE 3.0 kV
HRE 120 C

EE R E 350 °C

#HILIW #5,100 L/h

EBEFEH #<,600 L/h

HEE K, 2.40X107° Pa

R & R MR (MRM)

D dEmk A 0 B R B BiF 2 HRFE Waters Quattro Ultima Pt J{i#{X b 52/ A, thAb 51 i i 18 A (U282 5 4
RATRESE FAPREL AN, SFEEREZXRARR RRESHE.
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& B4 ZREEMEHG

wEYEK BEF(m/2) FET(m/2) HE RE]/s wmHABE/V REAEE/ eV

124° 0.05 17

THE 198 40
128 0.05 17
132 0.05 16

[iipiped 202 40
104 0.05 19
214° 0.05 15

wER 241 40
132 0.05 20
[SESEoR 212 1oor 0.05 40 20

\

170 0. 05 16
187° 0.05 15

B 215 40
131 0.05 18
124° 0.05 17

[ifRe 214 40
96 0.05 20
174 0.05 15

HER 216 40
132 0.05 18
184* 0.05 16

PhKE 226 40
142 0.05 19
132° 0.05 21

TR 230 40
174 0.05 15
114* 0.05 21

BTHE 226 40
170 0.05 15
96° 0.05 21

R 228 40
186 0.05 16
200 0.05 16

R 242 40
158 0.05 20
172 0.05 20

FAE 256. 2 40
144 0.05 24

* ATeg.
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Mt ® C
(BRI
REYREAHAREEARERIEE
mAU | 2 13
121
6
104 1 7 10 12
81 34
6 8 9
4] 5 /'.._.,,—- L.
2
N | b L
0 5 10 15 20 25 30 min
1— FEE; 88— KH ;
2— PR, S— KT HE;
I—HER; 10— K5
——FIAERLE 5 U—#TH;
5———BR B ; 12— E ¥
6——TFHE ¥ 13— A",
T—FHERE;
B C1 13#=EEXKREN HPLC &R
100 9.06
1 212>170
|
0 2.00 400 6.00 800  10.00 = 12.00 14.00  //min
9.05
100
1 212>100
%
0 2700 4.00 ' 6.00 ' 800  10.00 ' 1200 = 14.00 ' t/min
1—— P HLE 8—HF T i
2P ; S RTH,
3——$h Kl 10— 3K ¥
ST L s
5 M, 12—5WH;
6— PHE 13—FhE 5.
T—FEH;
B C2 B#H=EEBREHN LC-MS/MS & & 5K EEE
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100 7.66
2 198>128
%
0 "2700 7 4]00 | 6.00 8.00 10. 00 12200 14.00 (/min
7.66
100
2 198>124
%
0 2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00 +/min
100 10.19
>
o 3 226>184
0 T Y ~r ¥ T Y T Sy 1 T T T T r
2.00 4.00 6.00 8. 00 10. 00 12. 00 14.00  ¢/min
10.15
100
3 226>142
%
0 T i T (L S
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00  +/min
9.12
100 !
4 202>132
%
0 T T T+ T T T T T T T T T T T T
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00  ¢/min
1004 9.12
] 4 202>104
%]
1 O B e
2.00 4.00 6.00 8.00 10. 00 12. 00 14.00  ¢/min
1007 9. 38
] 5 215>187
%]
0‘ T T T T T T T T T L] T T T L] "
2.00 4.00 6.00 8.00 10. 00 12. 00 14.00  ¢/min
100 9.38
5 215>131
%
[ R man s e B B T A A B L e A AN s r e —
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00  (/min
B C.2 &)

10
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100 9. 96
% 6 214>124
0 T T T T T T ¥ ~r T T Y T
2.00 4.00 6. 00 8.00 10. 00 12.00 14. 00 t/min
100 9. 96
6 214>96
%
0 B
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00 t/min
100 9.23
7 241>214
%
0 T T > Ay t T T T T T LARAREE -
2.00 4.00 6. 00 8. 00 10. 00 12. 00 14.00 ¢/min
9.
100 23
7 241>132
%
0 ”
2.00 4.00 6. 00 8.00 10. 00 12.00 14.00 ¢/min
1001 10. 45
%5 8 226>114
R B e L T A At e 7T
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00 t/min
100 10. 45
] 8 226>170
%]
0’ .
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00 ¢/min
11.21
100 9 230>174
%i A\
0 T T T T T v T T T T T T T T 1
2.00 4.00 6. 00 8. 00 10. 00 12. 00 14.00  ¢/min
100 11.21
9 230>132
%
0 T LRAREA VMAE AR SRR AR R E s A n s e B e S
2.00 4.00 6. 00 8. 00 10. 00 12.00 14.00 ¢/min
B C2 &
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10. 88
100
%
0
2.00 4.00 6. 00 8.00 10. 00 12.00
10. 88

R A

10 228>186

14.00 (/min

10 228>96

" 200 ' 400 = 600 800  10.00  12.00 14.00  (/min
10.15
100 11 216> 174
%
0 v rrrrrrrrr T T T YT T R B e e AR IR e o S e
2. 00 4.00 6. 00 8.00 10. 00 1200 1400 " /min
100 10.15
i 11 216>132
oﬂ
S L N
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00  #/min
100 12.23
% 12 256.2>172
0 e eeetm e oAt e
3. 00 4.00 6. 00 8.00 10.00  12.00  14.00 /min
100 12.23
o 12 256.2>172
0 2. 00 4. 00 6. 00 8.00 10,00 12.00 14,00 t/min
100 11.62
o 13 242>200
0 . . . . - . . r
2. 00 4.00 6. 00 8. 00 10,00 12.00 1200 t/min
100 11.62
% 13 242>158
0 —~rr e T T T T T T T T Ty T
2. 00 4.00 6.00 8.00 10,00 12.00 14.00  ¢/min
B C.2 &
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