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TR BRIREN : 28 650 CHyBE 4 h, B F TN

15 %6 FAL BN KV W - MERA AR A 150 g EALan KB 458 1 L F Rl IR A H2.
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11 HIEE K (5050, (KB EL) - SRR FRAY F I ROK B .
120 A5 PR bR e S (RARR G B FR B SCH PR CAS 5SS L7 A ik A1 figk AL 2) 4l g
KFETF 98%.
3.13  BRUEARE T - ERRFRIBGE B 10 A4 2505 E & /D 5 0% D R 5 At 5 L D9 TR TR o) B 9 3 8 100 g/ mL
A5 HEAE £ TR, — 18 "CIREJEARAE 6 1S H s
3,14 IR AT v TR U - W O AR VA A T (3. 13) AR B A R 0. 2 pg/mL, Hidy 44 Fh
K250 1 pg/mL BIR G AR UE TAEE W, — 18 ClNRAFE 3 N H .
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3.17 0.22 pm A HLIENE,
4 (UEBFFIEE

WA -3/ S A A HL B %5 B T IR (ESD
BEI B 15 135
AWRAL .

XEH & MERE

WACRNERE A 20 1 ke JH B WML 22 0 IR A JF ok 20 O . TR 2T . 3900 B 13 1 D aCRE 70 AT I
A RERERU A S 2 L AR BARIE o RE AR T 0 °C ~4 TR IRAT .
TE ) B R 4R VR 1 i o D07 B LA 52 310 79 e S e A R B i AR A

6 MELSR

6.1 1R

FRBUKAE 5 g R AR 2] 0. 01 @) T 150 mL HZEHEIL P, A 0.5 g il #E £ (3. 16) Fl 15 mL £% ¥
KR 20 min J5ATA 50 mL YR . 7R 9% 7 A% E AR FE I 30 min, fluk k4 . 7R 40 CORIE A
RBURWAE 22 20 mL. 5685 2 2000 =5 o TR 30 mL 4 W Be 0 = WRVR e 4 L - 5 9F B IR — 40 Wi
I 2k SR JE A 15 mL GEARSAT M (3. 9) JIRFEALIN 2 min, & 32 . K /P BEZ 4 5 g LK IR
Pt ug vk AR . T 20 mL AP B E G ARGk A R G TR WA . KA IR A
Fge 2 BORTE 45 C PR 28 & BT, M 10 mL Z 1R ZBE-35 C %% (3. 10) % il 5% 15 45 44k
6.2 it
6.2.1 BEBIEEHG

a)  HribAE . S-X3 Bio-Beads B K 38 pm~75 pm,300 mm X 25 mm(PAR) , B A 2

b) WA LR G ER-FRCBE(3. 10D, i 5. 0 mL/min;

c¢) PEFEE .5 mL;

&) FALFERF 10 min~19 min F£ LR - 19 min~30 min WM BER .
6.2.2 HiLidiE

5 mlL Z R L TR-I5 O bt 5 i M BRI (0335 R 40 . 4 6. 2. 1 A A . BRI I VR B 45 “C oK
vk 4s £ 29 2 mL ARG AWK T . HERINA 1.0 mL B EE K (3. 11 B ARAR A . 28 0. 22 pm A HL 8 I
(3. 17) 3o 8 45 R €0 3 - B / B 7
6.3 ME
6.3.1 KiEEERXMG

a) A Cis 150 mmX 2. 1 mm (AR JRLEE 5 pom, BUAH 24 47 5

b) AR IR EE 30 °C

o) HEFEHEE 10 pLs

) SRR EE B i R 1.

A A DD DM DM
O B W DN =

(6]

R BEGEBERNEYG

if ] /min JH/ (pL/min) 0. 196 H ik ¥ L/ %6 HEE/ %
0.00 200 80 20
8. 00 200 40 60
12.0 200 40 60
14.0 200 10 90
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x1(&D
5§ [F] /min i/ (L /min) 0. 156 W R K ¥ ¥/ /6 HEE/ %
20.0 200 10 90
20.1 200 80 20
23.0 200 80 20

6.3.2 MRiL&EH

a) BB A5 R 2 43 R H 55 IE B A 2 (ESTH-) Fl L 8 25 17 25 718 X (EST—) P4,

WAL 5

b) B O 2 2 RO I (MRMD 5

o HAZHE TGRS MR A gk A1 IR A2,
6.3.3 WHEEEL-FRE/RiLENE
6.3.3.1 EENZE

AR 5 VR A D A 1 AR OO 3 O e 7 A AT ) R VR G A o AR . R TR M A R R
V8T 3 AT 0 ) T (L 349 7 S S I e Y R . X AR v ARV AR S R S R . 7
RS ST AS FhA 24 0 AR HE 22 SN W I 0,3 1R 2 LI SR B IR BL 1 AT B 2,
6.3.3.2 TEMNE

T SRR i i PR A 2 M AR RN T B R A D ) TR R B A AR T VR ] e X B )
PEBS - B AR 5 B AT L3 Al 25 A M3 6 2 W I T U) AT S DA A it o A A R L ) R 4

®2 TEEBINENBFEENEARTIRE

A B T2 B (k) / % =50 >20~50 >10~20 <10
FVF AT R 22/ % +20 +25 +30 +50

6.4 TAX®
BRAS I RE A1 B F AR 2 BRI

7 HRITE
WP RS RO E R RTINS e B .
_AiXa XV
Xi = Ag Xm 1)

SV A
Xi— 1R AP g I 4170 5 B A SR O O B T 7 (g k) 5
P v A P YR 0 2 3 T S B 94 v B 2 T (ng/mL)
A0 5E 180 B A 1 0 1 A
A AR UETBR A WEI ZH 73 1 06 T A 5
VR R A E AR A N Z T (ml)
R i S8 T AR e U 1) JBARE S B D o ()

Ci

8  Jik By E K BR 0 [O] tig &R
8.1 MERIR
45 PR ZBR AR AR R 1 pg/kg I, AR 5 pg/ke.
8.2 [EYg=x
45 FhAR 25 7E KK BE K VR N K 5 B B = AN AS TR I K SE B S 0 [mCR ST LR 3
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®3 ASFMRAFEER . ZANKFHME K EEE

S BT BIACEE ok N/ K /% Bk/% | ER/Y
(pg/kg)

5 78.6~92. 1 77.7~83.7 78.1~91.1 80.6~91.6 | 65.2~87.3
S R ik 10 76.5~86.6 80.2~90.9 80.0~93.7 85.3~93.9 | 70.9~92.1
20 78.5~93. 4 83.2~95.4 84.0~99.5 87.0~96.7 | 78.8~90.3
5 85.2~97.8 79.4~88.7 84.2~95.6 82.2~96.8 | 73.3~90.7
ik T [ 10 73.5~86. 1 84.7~95.6 85.7~103 85.1~97.3 | 70.1~96.4
20 85.5~99.3 87.5~100 89.8~106 86.7~102 | 76.8~95.0
5 87.8~94.6 82.8~89.5 88.4~93.9 82.6~96.8 | 80.3~94.8
7 10 81.6~88.8 85.4~93.7 84.0~103 84.9~98.3 | 83.1~98.1
20 90. 6~98.0 83.8~98.4 92.3~113 87.2~99.7 | 84.1~99.3
5 83.3~92. 4 82.7~87.7 83.8~91.3 86.4~95.4 | 68.7~91.4
P 35 18 I3 sk [ 10 66.0~83.2 86.7~94.0 81.8~97.6 84.9~98.7 | 70.6~93.4
20 83.5~94.0 84.4~97.7 88.8~105 96.2~105 | 73.4~95.8
5 68.8~78.2 68.4~77.7 68.1~77.3 66.8~83.6 | 72.7~83.4
A 1 ik 10 68.8~76.1 72.9~83.1 64.9~81.2 74.4~89.7 | 71.0~89.7
20 69.5~80.5 72.8~87.2 71.4~79.5 75.8~89.5 | 77.0~85.9
5 74.9~81.3 68.9~77.5 73.2~80.4 73.0~87.8 | 65.6~77.4
R B W 10 69.1~84.2 69.8~82.6 69.6~87.6 74.9~82.6 | 71.8~84.0
20 75.9~84.0 72.6~86.8 76.1~96.4 79.2~97.7 | 69.4~80.3
5 60.1~71.4 60.8~71.4 60.8~80.4 60.0~79.2 | 60.3~72.8
25 10 63.8~80.5 60.1~68.3 60.0~72.1 60.3~69.7 | 63.0~72.9
20 60.5~72.5 60.6~78.2 56.8~74.9 60.4~72.2 | 61.3~70.7
5 82.5~96.3 80.5~89.0 82.7~95.2 82.6~93.8 | 72.0~86.1
FH 420 ik 2 it 10 69.5~83.3 82.8~95.9 80.5~100 88.8~97.1 | 68.8~92.8
20 82.5~97.6 83.8~98.6 88.4~105 91.9~102 | 77.9~90.3
5 81.8~99.0 78.9~88.6 84.8~96.7 83.6~93.6 | 71.1~91.9
TR T8 R e 10 73.3~86.2 87.3~97.3 83.7~100 84.7~96.9 | 70.3~93.9
20 82.0~100 86.8~102 86.5~107 88.2~103 | 77.7~90.0
5 78.8~99.5 67.7~82.4 79.7~98.4 85.4~105 | 64.2~82.4

TN 2R il 10 60.0~69.9 79.3~90.9 76.5~97.1 89.3~106 70.3~101
20 79.0~100 72.7~95.4 84.2~104 90.1~103 | 72.2~96.1
5 83.0~99.9 79.0~90.7 87.9~98.8 67.4~78.4 | 71.7~91.8
F it 25 e 10 76.2~89.6 85. 1~104 85.4~102 70.4~89.9 | 73.9~94.6
20 83.0~101 88.1~103 92.0~110 75.0~84.0 | 82.9~96.9
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£ 3 (&)
S BT BIACEE ok N/ K /% Bk/% | ER/Y
(pg/kg)

5 79.3~91.3 73.8~82.7 80.4~90. 3 77.2~95.4 | 63.5~89.4
FH T Je % e 10 69.6~79.3 82.1~89.6 76.5~94.8 84.6~101 | 68.9~87.3
20 79.5~92.5 81.3~90.1 83.6~99.7 81.5~101 | 76.2~87.0
5 86.7~99.0 76.5~86. 1 88.2~98.0 81.0~97.8 | 76.1~91.6
FH 356 e o Tk e 10 74.6~89. 4 90. 3~107 84.5~99.5 83.7~101 | 76.7~98.3
20 88.0~100 82.5~104 91.5~101 85.5~99.4 | 79.8~95.9
5 86.0~106 73.6~87.7 88.2~105 70.2~84.0 | 78.8~91.5
& W i 10 60.7~81.9 85.7~104 83.8~101 72.7~90.3 | 71.0~96.3
20 88.5~108 79.4~110 90. 7~102 82.7~93.5 | 78.8~92.4
5 65.9~98.9 59.7~78.5 70.9~87.9 66.4~87.4 | 66.1~93.0
IR 10 71.0~102 82.9~90.5 67.4~88.0 76.1~90.6 | 71.8~95.8
20 71.0~100 75.4~95.0 72.6~92.5 70.1~92.2 | 66.0~98.6
5 81.6~100 78.8~91.5 84.0~99.3 74.4~99.0 | 64.1~87.4
= E R R 10 68.7~97.5 87.3~98.2 80.0~99.3 80.1~98.9 | 69.8~98.4
20 81.5~102 86.7~103 86.0~105 82.9~98.1 | 77.4~93.5
5 85.8~98.3 80.0~89.9 83.3~97.3 75.2~93.0 | 66.3~89.1

/Y] e I i [ 10 66.6~88.0 87.2~99.3 81.3~102 77.7~96.3 | 74.7~106
20 86.0~99.2 89. 6~104 85.6~99.8 82.5~96.1 | 80.9~101
5 80.2~103 76.3~93.0 79.4~106 80.6~97.0 | 77.2~93.6
I 10 72.0~89.0 84.1~97.3 81.8~105 80.7~104 | 75.9~97.5
20 83.4~106 86.5~102 90.0~109 85.1~106 | 78.2~96.8
5 84.4~102 78.5~89.1 86.2~101 81.2~92.8 | 66.2~92.0
5 I ik e 10 67.3~88.5 90.5~99.5 81.9~99.9 80.5~98.9 | 72.3~95.6
20 84.5~103 89.2~105 92.1~103 85.7~103 | 82.0~92.9
5 82.3~97.0 80.2~89.5 85.4~96.0 81.8~95.0 | 71.5~87.9
i 10 69.1~82.5 89.9~99.8 81.1~97.6 82.5~98.6 | 71.2~94.9
20 82.5~98.4 88.8~103 89.4~98.6 86.3~96.9 | 77.3~90.1
5 82.4~98.9 76.9~86.9 85.6~97.8 76.6~93.8 | 65.9~90.6
S T 10 73.7~89.2 84.2~95.1 84.8~103 79.6~97.0 | 73.9~97.1
20 82.5~99.7 82.6~99.9 86.9~100 80.8~103 | 77.1~92.4
5 75.4~98.6 81.5~94.8 84.2~95.8 78.4~96.8 | 73.7~90.8
IV I itk [ 10 67.3~82.0 81.6~92.7 84.4~99.1 81.7~100 | 64.8~90.6
20 77.0~100 85.7~101 89.4~102 82.7~102 | 73.9~90. 4
5 82.1~96.8 72.4~95.8 74.5~97.5 70.4~83.0 | 68.4~87.1

B 5 P EN L] 10 64.7~90.0 71.4~94.4 79.3~90.6 75.7~85.8 68.1~106
20 82.0~99.1 77.9~93.3 80.1~100 78.4~88.2 | 79.3~97.0
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*x 3 (&)
S BT BIACEE ok N/ K /% BOk/% | EH/%
(pg/kg)

5 87.0~101 76.2~89.9 86.1~99. 4 68.8~98.0 | 76.5~93.8
2. F T 10 70.5~89. 1 87.0~97.6 81.8~105 79.7~96.0 | 70.1~94.0
20 87.0~102 87.6~102 90.0~102 72.6~99.7 | 76.4~93.5
5 70.9~103 60.4~84.8 82.6~102 78.6~93.8 | 68.4~93.8
TR TN W i 10 69.1~88.9 75.4~94.2 80.2~104 79.2~97.1 | 69.8~96.4
20 73.7~105 79.6~102 88.2~105 87.5~97.9 | 75.6~94.8
5 82.0~102 74.2~87.6 81.1~100 82.2~98.0 | 66.4~90.5
i 135 ik e 10 77.3~86.8 86.3~98.4 77.0~96.0 84.0~101 | 73.8~96.7
20 85.2~103 83.1~103 91.1~104 86.7~94.7 | 80.2~91.9
5 71.8~92.0 64.0~73.3 75.4~90.9 74.6~88.6 | 67.4~86.7
W B iR 10 75.2~104 67.5~77.8 73.8~95.5 82.6~91.8 | 63.7~92.7
20 72.5~93.2 61.1~81.7 80.7~94. 1 78.7~93.5 | 75.4~88.1
5 80.4~119 74.2~90. 2 85. 6~104 76.4~87.2 | 68.3~94.0
X TR e 10 76.0~90. 3 76.6~99.7 71.2~95.1 82.0~97.6 | 77.0~95.3
20 76.9~99.6 80.0~97. 4 75.5~95.1 86.3~95.4 | 81.9~99.2
5 98.5~109 78.6~93.3 86.6~95.2 76.2~93.6 | 72.1~91.6
i g 10 82.8~95.4 75.8~93.2 82.2~101 77.3~93.8 | 77.6~90.3
20 94.1~107 84.7~99.2 87.2~101 80.5~94.3 | 81.8~95.9
5 62.5~94.5 75.1~96.4 82.8~95.8 74.2~85.6 | 67.1~82.3
FH 8 10 68.0~83.0 73.3~87.4 66.8~87.4 79.4~90.4 | 69.9~83.5
20 64.2~83.5 81.4~95.8 71.7~87.4 78.4~91.9 | 73.4~85.8
5 68.3~85.0 69.7~83.9 84.8~97.2 76.4~92.4 | 72.4~86.5
LU 10 68.7~79.9 73.4~87.8 64.7~80.7 80.3~97.8 | 73.1~84.4
20 67.9~91.9 80.7~96.6 68.0~84. 2 84.5~92.2 | 76.8~91.3
5 86.3~112 75.8~94.0 75.8~94.0 76.0~89.2 | 75.8~94.0
T4k B e 10 78.2~94.3 81.4~101 77.6~96.4 79.8~94.1 | 81.4~96.0
20 83.8~107 81.7~106 82.3~99.3 84.0~99.0 | 85.9~101
5 93.3~110 74.9~93.8 88.0~102 86.4~98.4 | 68.0~88.2
XL i R e 10 85.5~99.9 71.1~86.5 84.9~105 90.8~99.6 | 74.8~88.5
20 89.7~106 80.0~98.5 90.1~105 93.2~100 | 78.6~93.1
5 87.1~108 72.6~98.5 84.2~97.8 71.8~87.8 | 68.6~86.6
FH i LT 10 88.6~101 70.1~88.5 88.0~106 78.2~92.9 | 76.9~91.0
20 90.7~107 81.8~97.8 93.3~102 75.9~95.3 | 75.5~91.4
5 75.6~111 67.8~87.4 67.8~87.4 67.8~86.8 | 67.8~87.4
5 28 T BN 10 65.1~89.9 71.8~92.6 64.7~83.5 71.2~91.8 | 74.0~95.4
20 76.5~103 73.1~91.9 68.6~83.5 74.9~88.9 | 78.4~92.2
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*x 3 (&)
S BT BIACEE ok N/ K /% BOk/% | EH/%
(pg/kg)

5 94, 3~101 74.7~98.2 84.2~96.6 76.6~98.0 | 63.4~81.8
B T e e e 10 68.9~98.1 69.7~86.9 81.8~98.1 80.4~97.9 | 72.0~84.4
20 90. 8~101 79.6~103 72.6~98. 1 84.6~103 | 75.1~86.0
5 81.3~109 63.9~78.2 78.0~108 82.8~92.4 | 60.1~79.1
FE 10 74.9~99.0 75.9~95.0 73.8~96.3 85.4~97.0 | 74.6~89.2
20 78.2~107 79.2~94.5 81.0~96.1 87.5~99.9 | 72.5~89.3
1 88.5~114 71.8~93.8 90.4~98.6 86.2~95.0 | 67.8~90.7
N 2 80.0~92. 4 70.9~83.2 79.5~91.4 90.7~101 | 68.6~91.1
4 85.2~115 81.6~91.5 84.3~97.3 91.1~101 | 81.9~94.3
5 61.6~74.0 63.5~74.5 65.4~80.2 60.8~74.0 | 60.4~74.1
2-H-4-H N IR 10 62.9~71.5 60.5~71.3 61.6~75.3 60.3~73.9 | 68.5~83.7
20 60.3~72.1 67.7~86.4 65.4~75.4 62.3~78.9 | 70.5~83.1
5 80. 7~101 60.2~72.4 60.2~80.0 61.8~72.0 | 61.0~76.0
A i 10 66. 4~84.1 61.4~68.6 65.0~77.2 60.7~77.7 | 60.1~73.7
20 77.6~99.8 60.9~75.5 70.4~88.6 61.5~75.7 | 62.0~80.2
5 76.8~104 60.0~75.5 60.0~73.6 64.4~87.0 | 62.0~79.6
ST e Bk 10 63.8~72.2 60.0~69. 1 65.6~73.0 68.2~91.1 | 61.1~70.1
20 73.9~91.8 60.7~78.3 67.2~76.1 78.6~95.9 | 60.4~76.6
5 83.0~98.3 60.9~82.6 75.0~98.0 83.0~97.8 | 64.0~86.8
T 10 74.0~101 63.9~86.1 74.1~100 87.9~100 | 68.2~86.1
20 82.9~97.7 72.1~94.8 78.7~99.2 91.9~99.1 | 71.6~89.0
5 81.0~108 73.8~90.2 80. 4~106 70.8~92.6 | 77.6~94.8
M s i 10 66.6~88.2 70.1~87.5 65.4~80.6 74.4~98.0 | 67.0~84.3
20 76.6~105 80.1~96. 2 70.8~87.2 78.3~97.9 | 75.2~100
5 94.4~114 74.1~93.4 80.6~98. 6 80.8~96.8 | 61.5~88.7
KA 10 79.2~92.0 73.7~90.2 78.7~95.6 85.2~96.9 | 70.9~89.9
20 89.3~102 81.1~98.0 83.5~97.0 85.9~102 | 77.1~93.6
5 94.5~114 70.7~90. 1 84.8~99.0 77.0~93.8 | 73.6~89.1
IR 10 71.2~87.2 71.3~89.5 75.0~89.3 81.6~98.0 | 75.0~86.3
20 91.2~102 78.4~96.9 75.0~91.9 84.5~99.4 | 78.8~93.8
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Mt R A
(B B 3R

Bk & HY

2% it 5 AT

a) ¥ 7230 unit;

b) B ST+ 8 unit;

o) IEE AR 55 B R (IS) 4 000 V;
&) R B 25 L R (1IS) . —3 200 V5
e) BAERE:320°C;

D HENIERRERE:10 V;

g) QI.Q37r#H%.Ql H0.4,Q3 H0.7;
hy Rl A A R Al

D RS ES 1.5 mTorr,

P HABRES LR AT RTAL 2,
FAl EEFHERA MENPHEI LR .CAS S . 52 RBHE. ENEFHEES

- ;. . o W B o
249) % Bk B304 B CAS & 15 €4 15F 1] /min m( P i 4 fig i/ ev
m/z
325.9/129. 0% 33
FEL A R i e Flumetsulam 98967-40-9 6.52
325.9/109.0 17
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Foreword

Annex A, Annex B of this standard are an informative one.

This standard was proposed by and is under the charge of National Regulatory Commission for Certi-
fication and Accreditation.

This standard was drafted by Hebei Entry-Exit Inspection and Quarantine Bureau of the People’s Re-
public of China, and Tianjin Entry-Exit Inspection and Quarantine Bureau of the People’s Republic of

China.

The main drafters of this standard are Wang Fengchi, Ai Lianfeng, Guo Chunhai, Chen Ruichun, Li
Chengcheng and Lin Anging.

This standard is an Entry-Exit inspection and quarantine professional standard promulgated for the
first time.
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Determination of 45 pesticides residues including
azimsulfron, bensulfron-methyl,cinosulfron et al in
foods for import and export—HPLC-MS/MS method

1 Scope

This standard specifies the methods for qualified and determination 45 pesticide residues in foods by
liquid chromatography-tandem mass spectrometry and sample preparation.

This standard is applicable to the determination 45 pesticide residues of Flumetsulam, Cinosulfron,
Imazamethabenz-methyl, Thifensulfuron-methy, Nicosulfuron, Imazaquin, Naptalam, Metonsulam, Clo-
rnsulam-methyl, Propoxycarbazone-sodium, Sulfentrazone, Foramsulfuron, Ethametsulfuron-methyl,
Rimusulfuron, Tribenuron-methyl, Trifloxysulfuron-sodium, Azimsulfron, Bensulfron-methyl, Flazasul-
furon, Sulfosulfuron, Chlorimuron-ethyl, Imazosulfuron, Benzobicyclon, Ethoxysulfron. Cyclsulfamu-
ron, Pyrazosulfron-ethyl, Propaquizafop, Florasulam, Triasulfuron, Metsulfuron-methyl, Chlorsulfuron,
Penoxsulam, Diclosulam, lodosulfuron-methyl, Clethodim-sulfone , Mesosulfuron-methyl, Prosulfuron,

Warfarin,Mecoprop, Primisulfuron-methyl, Fomesafen, Triflusulfuron-methyl, Halosufuron-methyl, Di-

noseb,and Dinoterb in rice,brown rice,wtheat,barley and maize.

2 Abstract of this method

The 45 pesticide residues in the test sample are extracted with acetone-water. The extract is parti-
tioned with dichloromethane.and cleaned up with gel penetration chromatography. Determination is
made by LC-MS /MS using the external standard method.

3 Reagents and materials

Unless specifically noted,all reagents used should be of analytical grade;“water” is deionized water.
3.1 Methanol,HPLC grade.

3.2 Formic acid,HPLC grade.

3.3 Cyclohexane.

3.4 Ethyl acetate.

3.5 Actone.
17
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3.6 Dichloromethane.
3.7 Sodium chloride.

3.8 Anhydrous sodium sulfate:Ignite at 650 C for 4 h,and keep in a tightly closed container after
cool.

3.9 15% sodium chloride solution: Accurately weigh 150 g sodium chloride, dissolved and diluted
with water to 1 L,and mix to homogeneteity.

3.10 Ethyl acetate-cyclohexane (50 + 50, V/V) . Mix the same volume ethyl acetate and cyclohex-
ane.

3.11 Methanol-warter(50+50, V/V) :Mix the same volume Methanol and warter.

3.12 Standards of 45 pesticide(the all coumpounds and their CAS # were listed in table A. 1 and
A. 2 of Annex A) :Purity —98.0%.

3.13 Stock standard solution: Accurately weigh 10 mg (accurate to 0. 1 mg) standard, dissolve in
100 mL acetone and mix to homogeneity. The concentration of the solutions is 100 .g/mL. The solu-
tions should be stored below — 18 C in dark for more than 6 months.

3. 14 Mixed standard solution: Accurately measure 1. 00 mL stock standard solution(3. 13) (warfarin
0. 2 mL)respectively into a 100 mL umber volumetric flask.dilute with methanol to 100 mL and mix to

homogeneity.

The concentration of the solution is 1 g/mL(warfarin 0. 2 ng/mL). The solutions should be stored at
—18 C in dark for more than 3 months.

3.15 Standard working solution: According to the requirement,accurately measure an adequate vol-
ume of mixed standard solution,dilute with blank matrix extract solution just before use.

3.16 Diatomite,celliteb4b.

3.17 0.22 pm filter.

4 Apparatus and equipment

4.1 High performance liquid chromatography tandem mass spectrograph.
4.2 Gel permeation chromatography.

18
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4.3 Mechanical Shaker.

4.4 Rotary vacuum evaporator.

4.5 Nitrogen evaporator.

5 Sample preparation

About 1 kg representative samples should be taken from all samples, then grinded with a
grinder to let all pass through a 20-mesh sieve. Mix thoroughly and divide into two equal por-
tions as the samples. Place in clean sample containers, seal and label. The test Samples should
be stored 0 C ~4 C and kept away from light. In the course of sample preparation, precau-
tions must be taken to avoid contamination or any factors that may cause the change of resi-
due content.

6 Procedure of determination

6.1 Extraction

Weigh 5 g of the test sample into 150 mL conical flask.,add 0. 5 g cellite545(3. 16)and 15 mL water, and
stand for 20 min. Add 50 mL acetone and shake for 30 min with a shaker. Filter the extract into 200 mL
evaporated flask under reduced pressure. Concentrate the filtrate solution at 40 ‘C until approx. 20 mL.
Transfer the solution into a separator funnel, wash the flask thrice using 30 mL dichloromethane and
transfern the washing solution to the same separator funnel. Add 15 mL sodium chloride solution(3. 9) .
then shake violently for 2 min and let stand to sepatate clearly. Filter the dichloromethane layer through
an anhydrous sodium dulfate layer into a evaporated flask. then use 20 mL dichloromethane to liquid-lig-
uid extract again and mix the dichloromethane into the flask. Evaporate the dehydrate dichlromethane to
dryness with rotary evaporator in a water-bath below 45 C . Dissovle the residues with 10 mL cyclohex-
ane-ethyl acetate(3. 10). The solution is ready cleanup by GPC.

6.2 Clean up

6.2.1 Conditions of GPC

a) Column:Packed with S-X3 Bio-Breads,300 mm X 25 mm(i. d) ,or equivalent;

b) Mobile phase:Cyclohexane-ethyl acetate(3. 10) , flow rate:5. 0 mL/min;

¢) Injection volume:5 mL;

d) Clean-up procedure: The first fraction of 0 min~ 19 min was discarded; the second fraction of
19 min~30 min was collected.

19
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6.2.2 Clean up procedure

Inject 5 mL of the solution into GPC to clean up. Evaporate the collection to near dryness,then blow
to dryness under a nitrogen flow. Dissolve the residues with 1. 0 mL methanol-water(3. 11)and vor-
tex to homogeneity. After being filtrated with 0. 22 .m filter(3. 17) , the final solution is ready analy-
sis by HPLC-MS/MS.

6.3 Determination

6.3.1 HPLC operating conditions

a)  Column:Cig 150 mm X 2. T mm(i. d. ) ,5 pm particle size,or equivalent;

b) Column temperature:30 C ;

¢) Injection volume:10 pL;

d> Mobile phase:The elution gradient and flow rate are listed in table 1.

Table 1T—Elution gradient of LC

Time/min Flow rate/(p L/min) 0. 1% formic acid solution/ % Methanol/ %
0.00 200 80 20
8.00 200 40 60
12.0 200 40 60
14.0 200 10 90
20.0 200 10 90
20.1 200 80 20
23.0 200 80 20

6.3.2 MS conditions

a) lonization mode: the 45 analytes were divided two groups.one adopts ESI+ . the other adopts ESI— ;

b) scan mode:MRM;

¢) other reference mass operating conditions are listed in Table A. 1 and A. 2 of Annex A.

6.3.3 LC-MS/MS determination

6.3.3.1 AQuantitative analysis

According to the approximate concentration of analyte in the test sample solution,select the stand-
ard working solution with)similar responses to that of sample solution. The responses of the analyte
20
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in the standard working solution and the sample solution should be within the linear range of the in-
strument detection. The mixed standard working solution should be injected randomly in between the
injuections of the sample solution of equal volume. Under the above operating condition, The chro-

matogram of the standard can be foud in annex B.

6.3.3.2 Qualitative analysis

Under above determination, for the same analysis batch and the same compoud, the variation of the
ion tation between the two daughter ions fo the unkown sample and the standard working solution at
the similar concentration can not be out of range of table 2, then the corresponding analyte must be
present in the sample.

Table 2—Maximum permitted tolerances for relative ion intensities while confirmation

Relative intensity/ % >50 >20~50 >10~20 <10
Permitted tolerance/ % +20 +25 130 150

6.4 Blank test

The operation of the blank test is the same as the described in the method of determination,but with

the omission of sample addition.

7 Calculation an expression of result

Calculation the content of residues in test sample by data processor or according to formula (1) ,the
blank value should be subtracted from the result of calculation.

_A,‘XC,‘XV
Xi TALxXm 1)

where:
Xi —the residue content of analyte in test sample,;g/kg;
¢ —the concentration of analyte in the standard working solution,ng/mL;
A —the peak area of analyte in the sample solution;
Asi—the peak area of analyte in the standard working solution;
V —the final volume of the sample solution,mL;
m —the corresponding mass of test sample in the final solution,g.

8 Limit of determination and recovery

8.1 Limit of determination

The limit of quantification for warfarin is 1 ug/kg; the other 44 pesticides are all 5 .g/kg.

8.2 Recovery

The recovery range of 45 pesticides in rice.brown rice, wtheat, barley and maize at three level was
21
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showd in Table3.

Table 3—The recovery range of 45 pesticides in deferent matrice at three fortify levels

Compound (I;e;«/a:;/) Rice/ % Wheat/ % Barley/ % Brown rice/% | Maize/%
5 78.6~92.1 77.7~83.7 78.1~91.1 80.6~91.6 | 65.2~87.3
Flumetsulam 10 76.5~86. 6 80.2~90.9 80.0~93.7 85.3~93.9 | 70.9~92.1
20 78.5~93.4 83.2~95.4 84.0~99.5 87.0~96.7 | 78.8~90.3
5 85.2~97.8 79.4~88.7 84.2~95.6 82.2~96.8 73.3~90.7
Cinosulfuron 10 73.5~86. 1 84.7~95.6 85.7~103 85.1~97.3 70.1~96.4
20 85.5~99.3 87.5~100 89.8~106 86.7~102 76.8~95.0
5 87.8~94.6 82.8~89.5 88.4~93.9 82.6~96.8 | 80.3~94.8

Imazamethabenz-

methy! 10 81.6~88.8 85.4~93.7 84.0~103 84.9~98.3 | 83.1~98.1
20 90.6~98.0 83.8~98.4 92.3~113 87.2~99.7 84.1~99.3
5 83.3~92.4 82.7~87.7 83.8~91.3 86.4~95.4 68.7~91.4
Thifensulfuron-methy 10 66.0~83. 2 86.7~94.0 81.8~97.6 84.9~98.7 | 70.6~93.4
20 83.5~94.0 84.4~97.7 88.8~105 96.2~105 73.4~95.8
5 68.8~78.2 68.4~77.7 68.1~77.3 66.8~83.6 | 72.7~83.4
Nicosulfuron 10 68.8~76.1 72.9~83.1 64.9~81.2 74.4~89.7 71.0~89.7
20 69.5~80.5 72.8~87.2 71.4~79.5 75.8~89.5 77.0~85.9
5 74.9~81.3 68.9~77.5 73.2~80.4 73.0~87.8 | 65.6~77.4
Imazaquin 10 69.1~84.2 69.8~82.6 69.6~87.6 74.9~82.6 | 71.8~84.0
20 75.9~84.0 72.6~86.8 76.1~96.4 79.2~97.7 69.4~80.3
5 60.1~71.4 60.8~71.4 60.8~80.4 60.0~79. 2 60.3~72.8
Naptalam 10 63.8~80.5 60.1~68.3 60.0~72.1 60.3~69.7 63.0~72.9
20 60.5~72.5 60.6~78. 2 56.8~74.9 60.4~72.2 | 61.3~70.7
5 82.5~96.3 80.5~89.0 82.7~95.2 82.6~93.8 | 72.0~86.1
Metonsulam 10 69.5~83.3 82.8~95.9 80.5~100 88.8~97.1 68.8~92.8
20 82.5~97.6 83.8~98.6 88.4~105 91.9~102 77.9~90. 3
5 81.8~99.0 78.9~88. 6 84.8~96.7 83.6~93.6 | 71.1~91.9
Cloransulam-methy! 10 73.3~86. 2 87.3~97.3 83.7~100 84.7~96.9 | 70.3~93.9
20 82.0~100 86.8~102 86.5~107 88.2~103 77.7~90.0
5 78.8~99.5 67.7~82.4 79.7~98.4 85.4~105 64.2~82.4

Propoxyc?rbazone- 10 60.0~69.9 79.3~90.9 76.5~97.1 89.3~106 70.3~101

sodium

20 79.0~100 72.7~95.4 84.2~104 90.1~103 72.2~96.1
5 83.0~99.9 79.0~90.7 87.9~98.8 67.4~78.4 | 71.7~91.8
Sulfentrazone 10 76.2~89.6 85.1~104 85.4~102 70.4~89.9 | 73.9~94.6
20 83.0~101 88.1~103 92.0~110 75.0~84.0 | 82.9~96.9

22

B Ak EMhttp: //www. foodmate. net




SN/T 2325—2009

Table 3 (continued)

Levels/
Compound Rice/ % Wheat/ % Barley/ % Brown rice/% | Maize/%
(}L g/kg)
5 79.3~91.3 73.8~82.7 80.4~90.3 77.2~95.4 | 63.5~89.4
Foramsulfuron 10 69.6~79.3 82.1~89.6 76.5~94.8 84.6~101 68.9~87.3
20 79.5~92.5 81.3~90.1 83.6~99.7 81.5~101 76.2~87.0
5 86.7~99.0 76.5~86. 1 88.2~98.0 81.0~97.8 76.1~91.6
Ethametsulfuron-
10 74.6~89.4 90.3~107 84.5~99.5 83.7~101 76.7~98.3
methyl
20 88.0~100 82.5~104 91.5~101 85.5~99.4 79.8~95.9
5 86.0~106 73.6~87.7 88.2~105 70.2~84.0 | 78.8~91.5
Rimusulfuron 10 60.7~81.9 85.7~104 83.8~101 72.7~90.3 | 71.0~96.3
20 88.5~108 79.4~110 90.7~102 82.7~93.5 | 78.8~92.4
5 65.9~98.9 59.7~78.5 70.9~87.9 66.4~87.4 | 66.1~93.0
Tribenuron-
10 71.0~102 82.9~90.5 67.4~88.0 76.1~90. 6 71.8~95.8
methyl
20 71.0~100 75.4~95.0 72.6~92.5 70.1~92.2 | 66.0~98.6
5 81.6~100 78.8~91.5 84.0~99. 3 74.4~99.0 64.1~87.4
Trifloxysulfuron-
] 10 68.7~97.5 87.3~98.2 80.0~99.3 80.1~98.9 | 69.8~98.4
sodium
20 81.5~102 86.7~103 86.0~105 82.9~98.1 77.4~93.5
5 85.8~98.3 80.0~89.9 83.3~97.3 75.2~93.0 | 66.3~89.1
Azimsulfuron 10 66.6~88.0 87.2~99.3 81.3~102 77.7~96.3 74.7~106
20 86.0~99. 2 89.6~104 85.6~99.8 82.5~96. 1 80.9~101
5 80.2~103 76.3~93.0 79.4~106 80.6~97.0 77.2~93.6
Bensulfuron-
10 72.0~89.0 84.1~97.3 81.8~105 80.7~104 75.9~97.5
methyl
20 83.4~106 86.5~102 90.0~109 85.1~106 78.2~96.8
5 84.4~102 78.5~89.1 86.2~101 81.2~92.8 | 66.2~92.0
Flazasulfuron 10 67.3~88.5 90.5~99.5 81.9~99.9 80.5~98.9 | 72.3~95.6
20 84.5~103 89.2~105 92.1~103 85.7~103 82.0~92.9
5 82.3~97.0 80.2~89.5 85.4~96.0 81.8~95.0 | 71.5~87.9
Sulfosulfuron 10 69.1~82.5 89.9~99.8 81.1~97.6 82.5~98.6 71.2~94.9
20 82.5~98.4 88.8~103 89.4~98.6 86.3~96.9 | 77.3~90.1
5 82.4~98.9 76.9~86.9 85.6~97.8 76.6~93.8 65.9~90. 6
Chlorimuron-
thyl 10 73.7~89.2 84.2~95.1 84.8~103 79.6~97.0 | 73.9~97.1
ethy
20 82.5~99.7 82.6~99.9 86.9~100 80.8~103 77.1~92.4
5 75.4~98.6 81.5~94.8 84.2~95.8 78.4~96.8 | 73.7~90.8
Imazosulfuron 10 67.3~82.0 81.6~92.7 84.4~99.1 81.7~100 64.8~90. 6
20 77.0~100 85.7~101 89.4~102 82.7~102 73.9~90.4
5 82.1~96.8 72.4~95.8 74.5~97.5 70.4~83.0 | 68.4~87.1
Benzobicyclon 10 64.7~90.0 71.4~94.4 79.3~90.6 75.7~85.8 68. 1~ 106
20 82.0~99.1 77.9~93.3 80. 1~100 78.4~88.2 | 79.3~97.0
23
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Table 3 (continued)

Levels/
Compound Rice/ % Wheat/ % Barley/ % Brown rice/% | Maize/%
(}L g/kg)
5 87.0~101 76.2~89.9 86.1~99.4 68.8~98.0 | 76.5~93.8
Ethoxysulfron 10 70.5~89. 1 87.0~97.6 81.8~105 79.7~96.0 | 70.1~94.0
20 87.0~102 87.6~102 90.0~102 72.6~99.7 | 76.4~93.5
5 70.9~103 60.4~84.8 82.6~102 78.6~93.8 68.4~93.8
Cyclsulfamuron 10 69.1~88.9 75.4~94.2 80.2~104 79.2~97.1 69.8~96.4
20 73.7~105 79.6~102 88.2~105 87.5~97.9 75.6~94.8
5 82.0~102 74.2~87.6 81.1~100 82.2~98.0 | 66.4~90.5
Pyrazosulfuron-
thyl 10 77.3~86.8 86.3~98.4 77.0~96.0 84.0~101 73.8~96.7
etny
20 85.2~103 83.1~103 91.1~104 86.7~94.7 | 80.2~91.9
5 71.8~92.0 64.0~73.3 75.4~90.9 74.6~88.6 | 67.4~86.7
Propaquizafop 10 75.2~104 67.5~77.8 73.8~95.5 82.6~91.8 63.7~92.7
20 72.5~93.2 61.1~81.7 80.7~94.1 78.7~93.5 | 75.4~88.1
5 80.4~119 74.2~90. 2 85.6~104 76.4~87.2 68.3~94.0
Florasulam 10 76.0~90.3 76.6~99.7 71.2~95.1 82.0~97.6 | 77.0~95.3
20 76.9~99.6 80.0~97.4 75.5~95.1 86.3~95.4 | 81.9~99.2
5 98.5~109 78.6~93.3 86.6~95. 2 76.2~93.6 | 72.1~91.6
Triasulfuron 10 82.8~95.4 75.8~93.2 82.2~101 77.3~93.8 | 77.6~90.3
20 94.1~107 84.7~99.2 87.2~101 80.5~94.3 | 81.8~95.9
5 62.5~94.5 75.1~96.4 82.8~95.8 74.2~85.6 67.1~82.3
Metsulfuron-
10 68.0~83.0 73.3~87.4 66.8~87.4 79.4~90.4 69.9~83.5
methyl
20 64.2~83.5 81.4~95.8 71.7~87.4 78.4~91.9 73.4~85.8
5 68.3~85.0 69.7~83.9 84.8~97.2 76.4~92.4 | 72.4~86.5
Chlorsulfuron 10 68.7~79.9 73.4~87.8 64.7~80.7 80.3~97.8 | 73.1~84.4
20 67.9~91.9 80.7~96.6 68.0~84.2 84.5~92.2 | 76.8~91.3
5 86.3~112 75.8~94.0 75.8~94.0 76.0~89.2 | 75.8~94.0
Penoxsulam 10 78.2~94.3 81.4~101 77.6~96.4 79.8~94.1 81.4~96.0
20 83.8~107 81.7~106 82.3~99.3 84.0~99.0 85.9~101
5 93.3~110 74.9~93.8 88.0~102 86.4~98.4 68.0~88. 2
Diclosulam 10 85.5~99.9 71.1~86.5 84.9~105 90.8~99.6 | 74.8~88.5
20 89.7~106 80.0~98.5 90. 1~105 93.2~100 78.6~93.1
5 87.1~108 72.6~98.5 84.2~97.8 71.8~87.8 | 68.6~86.6
lodosulfuron-
10 88.6~101 70.1~88.5 88.0~106 78.2~92.9 | 76.9~91.0
methyl
20 90.7~107 81.8~97.8 93.3~102 75.9~95.3 | 75.5~91.4
5 75.6~111 67.8~87.4 67.8~87.4 67.8~86.8 | 67.8~87.4
Clethodim-sulfone 10 65.1~89.9 71.8~92.6 64.7~83.5 71.2~91.8 74.0~95.4
20 76.5~103 73.1~91.9 68.6~83.5 74.9~88.9 | 78.4~92.2
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Table 3 (continued)

Levels/
Compound Rice/ % Wheat/ % Barley/ % Brown rice/% | Maize/%
(}L g/kg)
5 94.3~101 74.7~98.2 84.2~96.6 76.6~98.0 | 63.4~81.8
Mesosulfuron-
10 68.9~98. 1 69.7~86.9 81.8~98.1 80.4~97.9 | 72.0~84.4
methyl
20 90.8~101 79.6~103 72.6~98.1 84.6~103 75.1~86.0
5 81.3~109 63.9~78.2 78.0~108 82.8~92.4 60.1~79.1
Prosulfuron 10 74.9~99.0 75.9~95.0 73.8~96.3 85.4~97.0 | 74.6~89.2
20 78.2~107 79.2~94.5 81.0~96. 1 87.5~99.9 72.5~89. 3
1 88.5~114 71.8~93.8 90.4~98.6 86.2~95.0 | 67.8~90.7
Warfarin 2 80.0~92.4 70.9~83.2 79.5~91.4 90.7~101 68.6~91.1
4 85.2~115 81.6~91.5 84.3~97.3 91.1~101 81.9~94.3
5 61.6~74.0 63.5~74.5 65.4~80.2 60.8~74.0 | 60.4~74.1
Mecoprop 10 62.9~71.5 60.5~71.3 61.6~75.3 60.3~73.9 68.5~83.7
20 60.3~72.1 67.7~86.4 65.4~75.4 62.3~78.9 | 70.5~83.1
5 80.7~101 60.2~72.4 60.2~80.0 61.8~72.0 61.0~76.0
Primisulfuron-
10 66.4~84.1 61.4~68.6 65.0~77.2 60.7~77.7 | 60.1~73.7
methyl
20 77.6~99.8 60.9~75.5 70.4~88.6 61.5~75.7 | 62.0~80.2
5 76.8~104 60.0~75.5 60.0~73.6 64.4~87.0 | 62.0~79.6
Fomesafen 10 63.8~72.2 60.0~69. 1 65.6~73.0 68.2~91.1 61.1~70.1
20 73.9~91.8 60.7~78.3 67.2~76.1 78.6~95.9 | 60.4~76.6
5 83.0~98.3 60.9~82.6 75.0~98.0 83.0~97.8 64.0~86.8
Triflusulfuron-
10 74.0~101 63.9~86. 1 74.1~100 87.9~100 68.2~86. 1
methyl
20 82.9~97.7 72.1~94.8 78.7~99. 2 91.9~99.1 71.6~89.0
5 81.0~108 73.8~90.2 80.4~106 70.8~92.6 | 77.6~94.8
Halosulfuron-
10 66.6~88. 2 70.1~87.5 65.4~80.6 74.4~98.0 | 67.0~84.3
methyl
20 76.6~105 80.1~96.2 70.8~87.2 78.3~97.9 75.2~100
5 94.4~114 74.1~93.4 80.6~98.6 80.8~96.8 | 61.5~88.7
Dinoseb 10 79.2~92.0 73.7~90. 2 78.7~95.6 85.2~96.9 70.9~89.9
20 89.3~102 81.1~98.0 83.5~97.0 85.9~102 77.1~93.6
5 94.5~114 70.7~90.1 84.8~99.0 77.0~93.8 73.6~89. 1
Dinoterb 10 71.2~87.2 71.3~89.5 75.0~89.3 81.6~98.0 | 75.0~86.3
20 91.2~102 78.4~96.9 75.0~91.9 84.5~99.4 | 78.8~93.8
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Reference mass conditions

a)

b)

c)

d

e)

D

g)

h)

Sheath gas:30 unit;

Auxilliar gas:8 unit;

Annex A
(Informative)

Mass conditions”

lon spay voltage in ESI+ mode:4 000 V;

lon spay voltage in ESI—mode: —3 200 V;

Capillary tempreture:320 C ;

Source CID:10 V;

Width of Q1 and Q3:0.4 and 0. 7;

Collision gas: Argon;

Collision gas pressure: 1.5 m Torr. Other mass operating conditions are list in table A. 1 and table

A. 2.

Table A. 1—The mass operating conditions and compound

message for the 27 pesticides under ESI+ mode

Retention time/ ) Collision energy/
Compound CAS# ) lon pairs(m/z)
min eV
325.9/129. 0° 33
Flumetsulam 98967-40-9 6. 52
325.9/109.0 47
414.2/183. 0? 19
Cinosulfuron 94593-91-6 9.52
414.2/157.0 25
289.1/143. 9° 34
Imazamethabenz-methyl 81405-85-8 9.54
289.1/220.0 20

D

26

Non-commercial statement.the reference mass parameters in Annex A are accomplished by Thermo TSQ Quantum
Ultra AM LC-MS /MS. the equipment and its type involved in the standard method is only for reference and not re-

lated to any commercial aim,and the analysts are encouraged to use equipment of different corporation or different

type.
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Table A. 1 (continued)

Retention time/ ) Collision energy/
Compound CASH . lon pairs(m/z)

min eV
388.2/167.0° 17

Thifensulfuron-methy 79277-27-3 10. 02
388.2/205.0 25
411.1/182.02 21

Nicosulfuron 111991-09-4 10.17
411.1/213.0 17
312.1/267.02 20

Imazaquin 81335-37-7 10. 37
312.1/180.9 37
292.2/144.1° 1

Naptalam 132-66-1 10. 52
292.2/149.0 24
418.0/175. 02 35

Metonsulam 139528-85-1 10. 62
418.0/140.0 46
430. 1/397. 92 14

Cloransulam-methy| 147150-35-4 10.85
430.1/370.0 22
416.1/399. 12 8

Propoxycarbazone-sodium 181274-15-7 10. 95
416.1/199.0 24
404.0/387. 0? 12

Sulfentrazone 122836-35-5 11.08
404.0/307.0 28
452,9/182. 02 27

Foramsulfuron 173159-57-4 11.09
452.9/255.0 23
411.2/196. 12 17

Ethametsulfuron-methyl 97780-06-8 11. 22
411.2/168.0 35
432.0/182. 02 20

Rimusulfuron 122931-48-0 11.09
432.0/325.0 15
396. 2/155. 12 12

Tribenuron-methyl 101200-48-0 11.83
396.2/181.0 16
438.0/182. 0° 22

Trifloxysulfuron-sodium 199119-58-9 12.33
438.0/139.0 40
425, 1/182. 02 16

Azimsulfuron 120162-55-2 12. 46
425.1/156.0 37
411.1/149. 02 21

Bensulfuron-methyl 83055-99-6 13. 64
411.1/182.0 19
408.2/182. 02 18

Flazasulfuron 104040-78-0 13.89
408.2/139.1 38
471.1/211.12 15

Sulfosulfuron 141776-32-1 14. 45
471.1/218.0 25

27
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Table A. 1 (continued)

Retention time/ ) Collision energy/
Compound CASH . lon pairs(m/z)

min eV
415.1/186. 0° 17

Chlorimuron-ethyl 90982-32-4 15.74
415.1/184.7 29
413.1/153. 02 13

Imazosulfuron 122548-33-8 15. 80
413.1/156.0 22
446.9/257. 0° 24

Benzobicyclon 156963-66-5 16. 88
446.9/229.0 34
399. 1/261. 0° 17

Ethoxysulfron 126801-58-9 16. 00
399.1/218.0 26
422.1/260. 9° 18

Cyclsulfamuron 136849-15-5 16. 26
422.1/218.0 26
415.2/182. 12 18

Pyrazosulfuron-ethyl 93697-74-6 16. 35
415.2/139.1 42
444.1/100. 02 19

Propaquizafop 111479-05-1 17.97
444.1/371.0 18

should be optimiazed to the best before analysis.

@ Quantitative lon pair. For the different MS equipment. the parameters may be different, and the MS parameters

Table A. 2—The mass operating conditions and compound message

for the 18 pesticides under ESI-mode

Retention time/ ) Collision energy/
Compound CASH ) lon pairs(m/z)
min ev

358.0/167. 12 —-16

Florasulam 145701-23-1 8.48
358.0/152.0 -31
400.1/139. 228 —-23

Triasulfuron 82097-50-5 9.82
400. 1/198. 22 -12
380.2/139.1 -16

Metsulfuron-methyl 74223-64-6 10. 27
380.2/107. 22 —44
356.0/139. 02 —-20

Chlorsulfuron 64902-72-3 11.02
356.0/190. 1 -13
482.0/307. 12 -28

Penoxsulam 219714-96-2 11.05
482.0/179.0 -17
404.0/181.12 -17

Diclosulam 145701-21-9 11. 22
404.0/153. 1 -30
502.2/267. 12 —-24

lodosulfuron-methyl 185119-76-0 12.2
502.2/347.1° -18
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SN/T 2325—2009

Retention time/ ) Collision energy/
Compound CASH . lon pairs(m/z)
min ev

390. 1/298. 22 -18

Clethodim-sulfone 13.34
390.1/270.1 -23
506. 1/139. 22 -24

Mesosulfuron-methy!l 208465-21-8 12.08
506. 1/308. 0 -15
417.9/139. 22 - 22

Prosulfuron 94125-34-5 15. 32
417.9/252.0 -17
307.0/161.1° -21

Warfarin 81-81-2 15. 50
307.0/250. 1 -23
212.9/141.12 -21

Mecoprop 93-65-2 15.59
212.9/83.2 - 37
467.0/226. 0° -18

Primisulfuron-methyl 86209-51-0 15.97
467.0/176. 1 -32
436.9/195. 0° —43

Fomesafen 72178-02-0 16. 15
436.9/286.0 -27
491.2/236. 12 -17

Triflusulfuron-methyl 126535-15-7 16. 27
491.2/196. 1 -39
432.9/252. 12 -18

Halosulfuron-methyl 100784-20-1 16. 53
432.9/154. 2 -32
239.1/194. 12 -22

Dinoseb 88-85-7 17.16
239.1/193.1 - 26
239.1/207.1° - 27

Dinoterb 1420-07-1 17.27
239.1/177.2 -34

@ Quantitative lon pair. For the different MS equipment, the parameters may be different, and the MS parameters

should be optimiazed to the best before analysis.
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Annex B
(Informative)

MRM chromatogram of standard

10. RT:11. 09
100+ RT:6. 39 100 RT:10.07 100- RT:10.75 100~
Clornsulam- Ethametsulf-
" . - Nicosulfuron = methyl R g, uron- methyl
= gp Flumetsulam = 50411.1/182.0 50 430.1,/397.9 411.2/196.1
325.9/129.0 RT:10. 53 . ~ .
0 = 0 - : :
e RT:6.39 ¢/min 100+ RT:10.08 ¢/min 100~ RT:10. 74 1/min 100 RT:11. 10 1/min
; Clornsulam- Ethametsul -
E iy =% £ INicosulfuron = 5o ::"T:igrl B 0 ”rO:m;1:tl:‘3]
507 325.9/109.0 %0%411.1/213.0 430.1/370.0 411.2/168.0)
RT:11.08
0 RT:9. 42 f/mil’l 0 RT:10. 26 F/min 8 RT:10.78 .r/min 10(:) ':11. 08 I/min
100- f 100+ 100, ! 5 ] leusul-
rii ropoxycarbaz
Cinosulfron Iniszadin . onlzosbdium & furon
£ 414.2/183.0 x = 50_4320/132
= 50 - - 504312. 1/267. 0 501 416. 1/399. 1 :
0 T ; 0 Ti10. ¢ : 0 RT-ll(l] 78 i 0 RT:11.09 {/min
{6 RT:9.43 /min o0 RT:10.27 ¢/min 100+ :10. 1/min 100+
Cinosulfron Rimusul -
: - Propoxycarbaz .
P 414.2/157.0 R gy Imazaquin < 5o one-sodium = 50‘4-3;3?;25
312.1/180.9 L 416.1/199.0
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Figure B. 1—The MRM chromatogram of standard working solution for
27 pesticides under ESI+ mode
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Figure B. 1 (continued)
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Figure B. 2—The MRM chromatogram of standard working solution for
18 pesticides under ESI-mode
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Figure B. 2 (continued)
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