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A Study of 23 OCPs in Soil by Accelerated Solvent Extraction with Dual Chromatographic Columns and Dual ECD
WEI Xiao-hua, SHI Jun-zhe
Abstract [ Objective] To correct the mistakes about determining 23 OCPs in Soil and Sediment—Determination of OCPs—Gas Chromatogra-
phy(HJ 921—2017). [ Method] A double column gas chromatography (ECD) method was established for the determination of 23 OCPs in

soil by accelerated solvent extraction and external standard method [ Result] The soil sample quantity is 5.0 g and there were good linear rela-

(Wuxi Environmental Monitoring Central, Jiangsu Province, Wuxi, Jiangsu 214000)

tionship of 23 OCPs, the coefficient of determination (R*) was greater than 0.998. The experimental results showed that the detection limits
were in the range of 0.11-0.66 pg/kg (DB-5 Columns) and 0.09-0.53 pg/kg (DB-1701 Columns), and the relative standard deviations
were 0.87%~-4.92% (DB-5 Columns) and 0.52%—4.94% (DB-1701 Columns). The recovery rate of the sample was 70%-120% except diel-
drin and o,p’-DDD. [ Conclusion] The method is simple, efficient and high sensitivity, and suitable for the determination and analysis of resi-

dues of 23 OCPs in soil.
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Fig.1 GC chromatograms of 23 kinds of OCPs
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Fig.2 GC chromatograms of 23 kinds of OCPs
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Table 1 The parameters, precision and MDL of 23 OCPs

% F V) A 2 BN FETAdding concentration 1(4.00 pg/kg)

o ] R IERE Do of WA
Compound Column Regres.smn coefficient mtermedle'lte Mea.n of' Recovery RSD
type equation ( RZ) conc.entrallon determination ) / /0/ %
point// % results // e/ kg rate// %
a—HCH DB-5 #F Y=782.39x-5 799.82 0.999 9 6.48 4.22 105.50 0.87
DB-1701 £ Y=1 062.60x—1 5507.90 0.999 4 0.97 4.26 106.50 1.13
NEE DB-5 #F Y=493.56x+980.43 0.999 9 7.40 3.30 82.50 2.99
Hexachlorobenzene DB-1701 £ Y=719.83x-3 958.17 0.999 8 0.99 4.19 104.75 1.16
y=-HCH DB-5 #F Y'=234.54x+705.37 0.999 9 7.99 3.73 93.25 3.20
DB-1701 £ Y=1 009.30x—12 765.60 0.999 4 0.76 4.17 104.25 0.55
B-HCH DB-5 #F Y="722.49x-4 282.79 0.999 9 7.19 4.09 102.25 1.08
DB-1701 #£ Y=338.86x—1 397.18 0.999 8 3.23 4.54 113.50 3.72
§—HCH DB-5 #t Y=639.05x—-5 002.68 0.999 9 9.17 4.48 112.00 1.73
DB-1701 #£ Y=844.90x-13 456.80 0.998 9 0.05 4.34 108.50 0.52
R Aldrin DB-5 F Y=588.42x-241.24 0.999 9 8.73 3.45 86.25 2.86
DB-1701 #E Y=904.90x-7 492.32 0.999 8 1.32 4.41 110.25 1.67
SR LA DB-5 Y=486.56x+3 070.62 0.999 7 8.61 3.75 93.75 2.77
Heptachlor-exo-epoxide ~ DB-1701 £ Y=730.46x-2 209.99 0.999 7 8.83 3.31 82.75 2.34
WE-LA DB-5 ¥ Y=514.98x+2 916.65 0.999 7 8.41 3.55 88.75 2.94
Heptachlor epoxide DB-1701 #E Y=769.25x-2 960.16 0.999 6 5.23 3.59 89.75 1.89
y=a5t DB-5 Y=537.24x-1 224.26 0.999 9 7.04 4.15 103.75 1.06
y—chlordane DB-1701 #£ Y=797.37x-9 347.90 0.999 2 0.19 4.73 118.25 2.56
o,p'-DDE DB-5 Y=288.53x+1 942.02 0.999 7 8.29 3.65 91.25 4.92
DB-1701 £ Y=442.91x-1 712.45 0.999 6 8.95 3.26 81.50 4.41
i/ HEndosulfanl DB-5 FF Y=427.45x+3 953.92 0.999 4 9.48 3.29 82.25 3.29
DB-1701 £ Y=660.25x—-1 910.08 0.999 7 0.17 3.31 82.75 4.94
a-5 St DB-5 #F Y=522.38x-1 254.49 0.999 9 6.55 3.78 94.50 2.53
a-chlordane DB-1701 £ Y=1 556.90x-16 910.50 0.999 2 8.01 4.78 119.50 2.53
A DB-5 #F Y=487.29x+26.23 0.999 9 7.68 4.54 113.50 3.81
Trans-nonachlor DB-1701 ¥ Y=1 556.90x-16 910.50 0.999 2 8.01 4.78 119.50 2.53
p,p'-DDE DB-5 #f Y=501.61x-1 334.84 0.999 9 7.78 3.88 97.00 2.54
DB-1701 #E Y=766.91x-9 307.25 0.999 2 8.65 4.75 118.75 2.17
K IG5 Dieldrin DB-5 F Y=471.18x+1 039.83 0.999 9 9.46 3.69 92.25 1.35
DB-1701 #¥ Y="725.87x-5 327.49 0.999 6 6.37 4.18 104.50 3.07
o,p'-DDD DB-5 ¥ Y=242.78x+1 591.35 0.999 8 8.41 3.75 93.75 1.55
DB-1701 # Y=382.97x-203.40 0.999 7 5.48 3.66 91.50 3.99
53K IG5 Endrin DB-5 ¥ Y=235.90x-3 558.07 0.999 5 4.93 3.73 93.25 3.41
DB-1701 # Y=322.07x—1 426.57 0.999 1 4.05 4.64 116.00 2.88

TR
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Y AL R B S R 2 IR ET Adding concentration 1(4.00 wg/kg)
Lo HE DR ination Do ol AT
Compound Column Regre5§10n coefficient 1mermed1e'1te Mea? Of. Recovery RSD
type equation ( Rz) conc.entratlon determination rate / /% %
point // % results // pg/kg
B FHI DB-5 #F Y=412.00x+2 041.76 0.999 8 9.48 4.71 117.75 2.32
Endosulfan DB-1701 # Y=617.54x-3 110.03 0.999 7 2.00 4.33 108.25 2.15
p,p'-DDD DB-5 #F Y=381.50x-479.02 0.999 9 8.28 4.41 110.25 1.78
DB-1701 #£ Y=1 426.10x—15 099.60 0.999 5 3.33 4.74 118.50 0.96
o,p'-DDT DB-5 fF Y=810.17x-2 145.87 0.999 9 6.84 3.92 98.00 1.59
DB-1701 #E Y=383.56x-8 116.87 0.998 5 8.31 4.23 105.75 1.27
I EG LA DB-5 #* Y=810.17x-2 145.87 0.999 9 6.84 3.92 98.00 1.59
Cis-nonachlor DB-1701 #£ Y=1 426.10x-15 099.60 0.999 5 3.33 4.74 118.50 0.96
p,p'-DDT DB-5 #F Y=379.85x-3 724.22 0.999 8 3.56 4.72 118.00 1.56
DB-1701 #¥ Y=415.00x-11 530.50 0.998 5 9.98 4.68 117.00 0.89
KILR Mirex DB-5 %% Y=312.59x+3 429.06 0.999 7 6.20 3.30 82.50 2.04
DB-1701 £F Y=449.12x-332.66 0.999 7 5.45 3.22 80.50 3.10
Az AL Adding
Adding concentration Il (20.0 pg/kg) concentration Il (100 pg/kg)
oy FmE 2 YA 3 KRR IR R
Compound Column type Two times recycle Three times recycle Mz LE R Eles M('ith.od detection
Mg 45 [A[ i % 2 45 [k % Determination ~ Recovery limits // g/ kg
Determination ~ Recovery Determination ~ Recovery results // wg/kg  rate// %
results // pg/kg  rate /%  vesults//pg/kg  rate //%
a—HCH DB-5 #F 19.28 96.40 17.75 88.75 88.51 88.51 0.11
DB-1701 #E 18.18 90.90 17.98 89.90 98.80 98.80 0.19
INEIR DB-5 FE 18.66 93.30 17.46 87.30 87.49 87.49 0.29
Hexachlorobenzene DB-1701 ¥ 17.95 89.75 17.78 88.90 96.46 96.46 0.15
y—HCH DB-5 ¥ 20.80 104.00 19.23 96.15 91.48 91.48 0.37
DB-1701 #% 16.27 81.35 17.91 89.55 81.19 81.19 0.09
B-HCH DB-5 #F 19.10 95.50 17.62 88.10 85.42 85.42 0.14
DB-1701 £ 21.09 105.45 20.80 104.00 107.35 107.35 0.26
§—HCH DB-5 20.39 101.95 18.54 92.70 90.48 90.48 0.24
DB-1701 £ 21.37 106.85 21.05 105.25 109.46 109.46 0.10
Y EGHI Aldrin DB-5 #f 20.35 101.75 18.67 93.35 97.09 97.09 0.31
DB-1701 #¥ 18.46 92.30 18.29 91.45 103.49 103.49 0.23
SAEREEAA DB-5 k& 21.92 109.60 19.73 98.65 102.89 102.89 0.22
Heptachlor-exo-epoxide DB-1701 4 16.44 80.20 16.20 81.00 96.92 96.92 0.24
WE LA DB-5 #F 22.31 111.55 20.88 104.40 104.68 104.68 0.24
Heptachlor epoxide DB-1701 % 15.14 75.70 14.82 74.10 90.71 90.71 0.21
y=35r DB-5 #f 20.19 100.95 17.96 89.80 90.76 90.76 0.14
y—chlordane DB-1701 £ 18.76 93.80 18.45 92.25 101.79 101.79 0.40
o,p'-DDE DB-5 # 21.90 109.50 19.39 96.95 98.92 98.92 0.28
DB-1701 #£ 15.87 79.35 15.47 77.35 93.93 93.93 0.35
wSH DB-5 F 22.89 114.45 21.05 105.25 104.46 104.46 0.34
Endosulfan [ DB-1701 ¥ 18.39 91.75 18.03 91.75 103.32 103.32 0.25
a3} a—chlordane DB-5 ¥ 19.95 99.75 18.87 94.35 94.45 94.45 0.30
DB-1701 £ 18.82 94.10 18.58 92.90 102.84 102.84 0.38
ASEA DB-5 #F 22.62 113.10 21.08 105.40 101.20 101.20 0.33
Trans-nonachlor DB-1701 ¥ 18.82 94.10 18.58 92.90 102.84 102.84 0.38
p,p'-DDE DB-5 F 14.09 70.45 13.15 65.75 82.14 82.14 0.21
DB-1701 £ 19.85 99.25 19.61 98.05 109.59 109.59 0.34
X B3 Dieldrin DB-5 #t 11.06 55.30 10.13 50.65 72.36 72.36 0.16
DB-1701 #¥ 11.88 59.40 11.61 58.02 69.18 69.18 0.40
o,p'-DDD DB-5 10.85 54.25 9.87 49.35 69.37 69.37 0.18
DB-1701 £ 11.61 58.05 10.09 50.45 70.34 70.34 0.36
3K G5 Endrin DB-5 23.87 119.35 22.06 110.30 113.96 113.96 0.30
DB-1701 #¥ 21.42 107.10 21.24 106.20 114.40 114.40 0.21
lnvanll DB-5 #f 22.40 112.00 20.49 102.45 104.23 104.23 0.34
Endosulfan DB-1701 £ 19.29 96.45 18.87 94.35 106.51 106.51 0.29
p,p'-DDD DB-5 # 22.93 114.65 21.15 105.75 108.88 108.88 0.25
DB-1701 #£ 16.37 81.85 15.95 79.75 86.80 86.80 0.14
o,p'-DDT DB-5 F 20.81 104.05 19.22 96.10 97.84 97.84 0.20
DB-1701 ¥ 17.94 89.70 17.47 87.35 98.40 98.40 0.25
MEEG LR DB-5 ¥ 20.81 104.05 19.22 96.10 97.84 97.84 0.20
Cis-nonachlor DB-1701 £ 16.37 81.85 15.95 79.75 86.80 86.80 0.14
p,p'-DDT DB-5 #F 20.69 103.45 19.52 97.60 93.85 93.85 0.24
DB-1701 ¥ 16.59 82.95 16.18 80.90 90.26 90.26 0.19
KR Mirex DB-5 F 15.96 79.80 16.59 82.95 74.91 74.91 0.21
DB-1701 £ 16.14 80.70 16.05 80.25 82.32 82.32 0.32
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DB-5 4k [CF A p,p’~DDD ISR m ik, Hofth B #rfb &
Py B R 65.75% ~ 110.30% (DB -5 1) Fil 74.10% ~
106.20% ( DB = 1701 #% ) 5 s Jin ¥ JF ISP 249 T s 0] g 26 R
69.37% ~113.96% (DB-5 %% ) F1 81.19% ~ 117.34% ( DB-1701
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HERE S A M TINRE o A5 SRRI, R HEEATARE A X R 25 <
20% , (RIS AR R 25 < 20% , 1 fE P oK 4
FREE SR DB-5 12k ERF A1 o, p’~DDD [l R Am AL SN, He
i B FRAb &P ISR R 70% ~120% (DB-5 %) .
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Table 4 Element content in different tea samples mg/kg
?jrf?)le Zn Cd Pb Ni Fe Co Mn Cr Ga Al Cu Ag
1 31.64 0.4857 0.8203 10.930 96.38 0.628 0 827.4 1.637 1.654 0.3349 10.70 1.405
2 24.16 0.4303  0.106 4 6.509 54.54 0.5123 881.9 1.077 1.118 1.456 2 10.67 1.288
3 43.11 03975 0.0260 10.050 113.60 0.743 1 541.5 1.367 1.299 2.012 4 15.75 1.623
4 33.43 0.4407 04817 4.561 134.70 03102 1931.0 1.891 1.906 52420 12.73 1.424
5 40.41 04109 17510 4.286 63.19 0.5289 1095.0 1.027 1.064 0.864 5 27.01 1.389
6 50.85 0.483 1 1.746 0 14.600 115.50 0.456 1 616.7 5.743 5.717 0.274 2 17.52 1.252
7 47.34 04785 03223 12.530 89.48 0.685 0 800.8 2.471 2.467 1.159 0 14.65 1.489
8 49.54 0.491 1 1.003 0 16.350 101.60 0.589 9 265.3 1.669 1.850 23810 13.73 1.083
RS FRFEMERPTENBTHEE

Table 5 The dissolved content of elements in different tea samples png/L
]
Sa;';le Zn cd Pb Ni Fe Co Mn Cr Ga Al Cu Ag
1 43.09 27.40 0.176 8 84.98 0.547 5 57.50 29.480 15.670  0.2050 — 17.260 0.444
2 19.05 2.10 — 44.79 0.415 6 37.24 3.417 10.010  0.078 6 — 8.796 6.311
3 13.54 — — 29.13 0.007 5 14.58 8.146 0.545 0.0118 — 6.894 8.087
4 19.93 4.93 0.016 1 57.16 0.806 2 20.65 6.212 9.033  0.228 4 — 16.560 0.272
5 17.57 16.21 — 41.01 0.622 5 32.09 20.160 17.120  0.148 1 — 8.066 4.607
6 14.79 — — 39.98 0.164 9 21.51 12.910 2531 0.183 4 — 19.200 14.330
7 11.88 0.52 0.562 5 34.22 0.021 8 42.10 7.115 5.518  0.098 2 — 9.608 7.074
8 21.81 60.49 0.048 2 61.05 0.065 6 32.52 14.400 10.190  0.006 7 — 22.110 14.160
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