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Tab.1 Retention time selected ions abundance of ions and solvents of 102 pesticides
m/z( /%)
t/min 1.2 .3
6.99 125(100)  134( 33) 170(7) — P3
10. 46 215(100) 213(80)  231(30) — P2 / (50/50)
10.75 199( 100)  200( 12)  201( 15) — P3
11.39 335(100) 305(45)  336(15) — P2 / (50/50)
11.60 213(100)  215(9) 214(9) 211(2) P1
- 12.02 71( 100) 73(58) 35(21) 255(20) P3
12.14 157(100)  159(8) 158(4) — Pl
12.40 206( 100)  208(60)  190( 10) 210(9) P2 / (50/50)
12.82 128( 100)  64(28) 210(22) 91(8) P1
B - 12.99 71( 100) 73(57) 35(51) 255(9) p3
Y- 13.23 71( 100) 73(55) 35(39) 255(39) P1
13.34 134(100) 141(41)  135(10) — P2 / (50/50)
13.39 249(100) 247(67)  265(47) — P2 / (50/50)
13.43 255(100) 257(62) 188( 8) — P2 / (50/50)
13.79 169( 100)  170(5) 171( 5) — P1
d - 14.25 71( 100) 73(55) 35(26) 255(18) P3




° 238 -

1( Continued Tab. 1)

m/z( 1%)
t/min 122 3
14.24 241(100) 243(47) 205(24) — P3
14.40 160( 100)  161( 12) 162(7) — P2 / (50/50)
15.54 217(100)  219(66)  221(11) — P2 / (50/50)
15.68 81( 100) 79(98) — — P2 / (50/50)
16.01 241(100) 243(67)  245(13) — P2 / (50/50)
16.05 141(100)  212(91)  214(83)  216(35) P2 / (50/50)
16.26 250( 100)  141(62) 95(28) 264(26) P3
17.51 168(100) 277(23)  141(18) — P1
17.79 207(100)  208(13)  209(31) — P2 / (50/50)
18.14 172(100)  157(60)  173( 11) — P3
7- 18.64  125(100)  35(4)  126(4) — P3
18.71 313(100)  212(72) 95('19) — P1
18.77 154(100)  291(29) 155( 8) — P1
18.91 127(100)  166(57)  129(31) 68( 6) P2 / (50/50)
18.99 332(100) 330(91)  334(54) 300( 8) P2 / (50/50)
19.26 295(100)  296( 19) 279(5) — P2 / (50/50)
19.54 272(100)  228(85) 226(67)  274(50) P2 / (50/50)
19.71 257(100)  225( 64) 81(22) 141( 19) P2 / (50/50)
20.69 281(100)  251( 10) 219( 8) 188(7) P1
7- 20.96 226(100)  228(34) 35(5) — P1
-12 21.12 167(100) 134(16) 168(11) — P2 / (50/50)
7- 21.31 153(100)  154(5) 35(2) — P3
-3 4 21.40 167(100)  134(13)  168(11) — P2 / (50/50)
21.43 169( 100)  298( 16) 171(7) — P3
21.49 384(100) 386(38) 331(17) — P2 / (50/50)
21.49 157(100)  159(9) 158(5) — P1
22.30 157(100)  159(13)  156( 10) — P2 / (50/50)
E- 22.66 226(100)  228(34) 261(12) — P1
o - 22.83 242(1100)  240(81)  244(49) — P2 / (50/50)
23.10 125(100)  222(41)  224(39)  220(10) P2 / (50/50)
23.45 256(100)  257(19) 258(2) — P2 / (50/50)
24.27 303(81)  39(100)  322(10) — P3
24.27 237(100) 301(46) 269(34)  199( 15) P1
24.48 262(100) 263(17)  264(13) — P2 / (50/50)
pp’ - 24.72 35( 100) 37(39) 318(2) — P3
24.78 257(100) 259(14)  258( 14) 225(4) P2 / (50/50)
25.29 267(100) 344(98)  346(61) 42(22) P2 / (50/50)
- 25.55 248(100) 249(16)  250( 33) — P2 / (50/50)
25.78 296( 100) 361(14)  332(11) — P2 / (50/50)
25.98 208(100)  124(68)  209( 13) — P2 / (50/50)
26.17 107( 100)  174(20) 108( 8) — P2 / (50/50)
26.27 169(100) 170(14)  171(13) — P2 / (50/50)
B - 26.80 242(100) 240(82) 336(49) 406(42) P2 / (50/50)
26.89 349(100)  347(86) 269(94)  271(29) P2 / (50/50)
pp° - 27.75 35(100)  248(76) 71(29) 250( 50) P1
28.28 185(100)  187( 10) 186( 7) — P2 / (50/50)
29.92 221(100)  222(12) — — P2 / (50/50)




1 : DPXQ / 102 ° 239 -

1( Continued Tab. 1)

m/z( 1%)
t/min 122 3
30.37 375(100) 288(85) 355(40) 314(21) P2 / (50/50)
30.50 267(100) 268( 14) — — P2 / (50/50)
-2 30.86 256(100) 220(71)  258(63) 218(32) P3
31.35 190( 100)  202( 46) 174(16)  301( 14) P2 / (50/50)
32.14 217(100)  219( 33) 35(13) 218( 14) P2 (50/50)
34.65 138(100)  154(27) 323(5) 201(4) P1
35.17 213(100)  214(9) 215(8) — P2 / (50/50)
35.30 205(100) 241(35) 386(29)  190(25) P2 / (50/50)
35.71 141(100)  142(9) — — P2 / (50/50)
35.92 296(100)  297( 18) 298( 6) 219( 6) P2 / (50/50)
36.66 318(100) 320(97) 245(33) 243(32) P2 / (50/50)
37.38 185(100) 187( 10) 186( 8) — P3
-1 38.52 241(100)  205(99) 187(44)  243(32) P3
38.88 276(100)  277(37)  278(39) 294( 8) P3
-2 39.06 241(100) 205(89) 187(34)  243(32) P3
39.50 169(100) 236(21)  373(23) — P2 / (50/50)
39.68 333(100) 167(40) 305(9) — P1
40.7 217(100) 183(40) 219(39) 197(36) P3
-1 41.73 207(100) 209(62) 171(45) 173(13) P1
-2 41.9 207(100) 209(61)  171(49)  173(13) P1
-3 42.04 207(100) 209(61)  171(29) 173( 8) P1
-4 42.11 207(100)  209( 60) 171( 31) 173(9) P1
-1 42.26 207(100) 209(67) 171(46)  173(17) P3
42.30 81( 100) 79(95) — — Pl
-2 42.46 207(100)  209(65) 171(50)  173(19) P3
-3 42.59 207(100) 209(63) 171(29)  173(10) P3
-4 42.67 207(100) 209(63) 171(32) 173(17) P3
-1 42.67 243(100) 199(16)  244( 13) — P3
-2 43.06 243(100) 199(17)  244(13) — P3
-1 44.06 211(100)  213(33) 167(14) — Pl
44.19 354(100)  355(20) 356(4) — P2 / (50/50)
-2 44.54 211(100)  213(33) 167( 16) — P1
-1 44.55 294(100) 296(33)  295(15) 258( 8 P3
-2 44.71 294(100)  296(34)  295(14) 258(7) P3
-1 45.01 310( 100) 126(45)  312(40) — P1
-2 45.17 310(100) 312(87) 348(80)  350(16) P1
-1 45.34 81( 100) 79(97) 137(38)  297(19) P3
-2 45.89 81( 100) 79(97) 137(39)  297(21) P3
46.33 423(100) 424(23)  425(34) — P2 / (50/50)
2 GCMS (n=6)

Tab.2 Mean recoveries and RSDs of 102 pesticide residues by GC-MS in 5 different fruits and vegetables (n =6)

/% RSD/% /% RSD/% /% RSD/% /% RSD/% 1% RSD/%
68.1 13 82.5 5.2 83.1 7.6 90.6 11 115 12
82.8 7.7 98.9 8.2 78.3 6.8 94 11 64.5 11
68.9 11 92.7 5.4 81.8 11 93.7 9.2 62.8 13
80.4 11 87.3 11 91.4 8.5 80.9 12 69.8 13

92.8 8.3 84.7 11 76.8 4.2 64.6 9 96.5 5.2
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2( Continued Tab. 2)
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1 : DPX-Q 102 241
2( Continued Tab. 2)
/% RSD/% /% RSD/% /% RSD/% /% RSD/% /% RSD/%

101.5 11 85.5 13 93.2 4.8 77.6 8.7 78.5 7.2

- 95.1 9.4 82.9 9.8 64.4 7.1 104.6 12 74.7 13
66 6.7 98.2 7.9 85.8 11 83.7 14 66.2 12

94.5 12 75 7.4 64.4 8.2 110.2 11 69.6 13

85.1 8.7 95.1 6.8 89.9 8.6 76.3 7.3 84.5 11

67.7 7.1 79.5 7.9 89.5 12 68.2 8.6 65.1 8.3

B- 78.2 6.8 77.1 6.5 78.4 12 87.4 9.5 69.7 9.1
97.3 12 89.5 12 69.8 9.5 114.8 8.7 77.3 9.9
pp - 77 9.6 76.1 8.1 84.7 11 78.1 9.3 98.7 8.2
85.3 11 105.9 8 78.9 4.9 101 11 67.6 12
79.5 11 69.7 8.7 80.9 9.4 96 9.5 98.9 9.4
69.2 12 78.5 12 75.9 6.4 68.1 11 78.2 8.8

90.5 9.2 80 7.5 98.2 12 98.3 13 65 8.1

-2 66.3 11 108.4 13 84.9 6.8 94.4 11 93.3 8.3
73.1 9.4 76.4 13 73.6 6.3 106.7 9 109.9 14
68.5 8.6 84.7 6.4 73.1 5.6 90.1 6.9 103.1 9.7
124.1 8.4 87.9 9.2 63.8 8.3 80.3 12 101.7 7.2

90.4 15 96.2 7.9 78.7 7.5 73.2 7.7 82.5 7.1

89.2 11 102 5.9 80.6 8.4 72.9 9.3 116.3 12

79.2 11 78.2 12 74.2 8.3 69.3 12 115.2 9.3

66.2 11 122.6 7.3 93.1 7.2 77.9 9.4 77.3 7

65.6 12 98.7 13 87.3 6.7 70.4 6 76.2 9.1

63.6 6.3 60.7 12 95.4 12 91.1 7.6 67.6 8.9

-1 88.9 8.6 85.7 9.4 95.6 7.4 85.5 8.2 77.2 11

91 8.1 72.9 11 93.9 8.7 77.7 7.2 71.7 9.1
-2 79.8 12 82.7 11 87.2 8 80.5 3.9 94.7 6.4
64.4 11 98.2 5.5 72.6 12 76.3 8.4 76 9.2

102.5 12 99.3 15 82.4 6.3 104.5 6.4 66.9 12

63.7 3.3 81 6.1 81.4 8.6 77.4 11 94.1 9.8

-1 83.5 7.1 85.1 5.2 66.6 7.7 65.9 8.9 109.6 9.3
-2 90.5 9.2 77.9 7.5 84.2 7.1 81 11 78.2 8.2

-3 87.9 8.5 90.1 9.7 94.8 8.3 111.7 3.9 93.8 7.3

-4 125.8 11 68.7 8.5 70.4 6.7 84.8 9.5 82.1 11

-1 63.7 11 95.2 6.6 86.8 11 80.6 13 87.6 12
62.5 7.6 86.3 5.8 75.7 9.7 88.9 14 88.7 15

-2 81.2 12 81.8 8.2 108.9 9.2 71.4 7.1 81.1 8.5
-3 97.5 9.6 93.4 11 69.5 7.9 79.7 5.7 63.3 6.8
-4 75.7 12 79.2 5.9 79.5 11 68.6 13 106. 4 8.7
-1 79.1 8.3 83.5 7.2 69 8.4 63.1 9.9 95.8 3.3

-2 67.1 12 95.8 13 69.3 13 64.3 5.4 60.4 8.5

-1 71.6 7.3 87.5 7.1 68.9 14 88.1 9.9 117.1 7.3
69.4 14 88.3 12 72.5 7.6 90.5 6.5 87.6 13

-2 105.5 12 90.2 8.3 85.6 12 107.6 9.2 120.9 11
-1 88.7 5.6 90.8 12 74.1 11 71.3 8.7 76.8 9.3

-2 87.2 9 70.3 6.7 71.3 14 89.5 11 74.4 11

-1 66.9 9.5 95.6 5.7 80.9 12 85 10 80.2 9.8

-2 84 12 107.1 7.3 73.2 7.8 111.7 8 70.8 11

-1 65.6 8 85.7 9.8 69.2 12 90.9 11 63.2 11
-2 62.3 11 70.1 7.2 79.8 11 99.4 7.6 70.8 7.9
74.3 13 71.5 7.1 90.6 11 85.9 9.8 68.1 7.9
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Application of DPX-Q tips for analysis of 102 pesticide residues in fruits and vegetables by GC-MS

LI Kai"  LIU Yong-giang ZHANG Jinding PAN Yu=iang TIAN Guo-ning and SUN Jun( Weifang EntryExit
Inspection and Quarantine Bureau Weifang 261041)  Fenxi Shiyanshi 2015 34(2) : 236 ~242

Abstract: This paper reports the development of a semi — automated method of QuEChERS using DPX tips
( containing 150 mg MgSO, 50 mg PSA 50 mg C,; and 7.5 mg GCB) combined with GC — MS/MS to detect
102 pesticides in spinaches tomatoes yellow peaches beans and broccolis. Compared with the traditional SPE
method this DPX technology is far more convenient and it needs less time consumes less organic solvent and
can avoid activation and centrifugation steps. To evaluate the performance of this method validation experiments
were carried out on 5 different vegetables and fruits at three spiking levels (0.1 0.2 0.5 mg/kg) . The average
recoveries range between 60. 1% and 125. 8% with relative standard deviations ( RSD) of 3.3% ~ 15% . This
method can be successfully applied in the food analysis labs.

Keywords: GC-MS; DPX tips; Vegetables and fruits; Pesticides





