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Simultaneous Determination of 34 Organochlorine Pesticides and 18 Polychlorinated
Biphenyls in Soil and Sediment by Accelerated Solvent Extraction — Gas Chromatography —

mass Spectrometry

ZHU Yun',LI Shi-gang’ ,ZHOU Yuan®,YU Ya-dong’

(1. Yunnan Nuclear Indusiry 209 Geological Brigade , Kunming, Yunnan 650032, China; 2. Kunming

Environmental Monitoring Center, Kunming ,Yunnan 650028 , China)

Abstract: A method for the simultaneous determination of 34 organochlorine pesticides (OCPs) and 18 polychlorinated biphenyls
(PCBs) by accelerated solvent extraction — gas chromatography — mass spectrometry was established. Experiments show that the
method can simultaneously determine the above 52 organic compounds. The method is simple, accurate and sensitive. When the
sample size was 10.0g, the detection limits of 52 organic compounds were 0.03 ~0.29 pg/kg. The standard addition recovery test

was carried out with blank samples as matrix. The average recovery rates were between 44. 7% and 123. 0% , and the relative

standard deviations (RSD, n=7) were 1.8% ~21.5% . The method is sensitive, accurate and reliable for quantitative analysis of
low — content organic compounds, and meets the requirements for analysis of 34 organochlorine pesticides and 18 polychlorinated
biphenyls in soil and sediment.
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P B e A - R L L A
T — U vk ELA AR SR A R R R O R A
fili (SCAN) B2 5 1, e 4% B B 1 46 T 41 48 ( SIM)
8 X L BT 0 TR A AL B A

IR FH o s v 00 A6 R — ASORE 0 35 JB A
T HERGUAR Y 34 R OCPs Fil 18 Fit PCBs, il i %)
5 B 1 9 500 R AR A3 BT A P O R 2
S HEFT R B OCPs il PCBs [) B 2 1 75
W %7 R R AR A A LI R D TR R
AN EE PR G, B A5 T AL AT AR 1 T R

1 KBS
LT BE LKA

{X#F : GC - TQ 8040 Y AH 4 3% BT i AL ( H A<
By | ) 5 ASE 200 AU fiin i i 7] A8 HOAL (36
Dionex /3 ) ; Turbo Vap II 18 i 7K ¥ WA ( 36
Caliper /A A ) ;SH - Rxi - 5sil BYH4E (4354 (60 m
x0.25 mm x0.25 pm, 3 E Agilent /A A ) ; ik FR B
FAL /N (B T S R R A PR A F]) o

i .34 Fp OCPs(1,3,5 - =57 1,2,4 - =
M 123 - S 1.2.3,4 - UK 1,2.3.5
- AR 1,2,4,5 - WER LA A ca - NN,
INAR B = NN VHAHER (y - 7SKK.8 -
AVAVANRS ok NS &l AN 1| I8 (F =1 7 o N 7= s o
Ala -5t 0,p" =DDE . - i Sty - &St p,p -
DDE Jk [F) 0,p" - DDD Sk [KF) B - & ft \p,p’
-DDD ,0,p" -~ DDT 55 2k [& I B B Lo R g . p . p'
— DDT | 5 2k P50 i | PP 42000 10 1o A = SR i B ) TR
A FRVES (10.0 mg/L, ZE[E Accustandard A H] ) o

18 # PCBs (PCB - 28 ,PCB - 52 PCB - 101,
PCB -81.PCB -77 .PCB - 123 . PCB - 118 ,PCB -
114 .PCB - 138 \PCB - 105 ,PCB - 153 ,PCB - 126,
PCB - 167 ,PCB - 156 .PCB - 157 ,PCB - 180 ,PCB
~169 Fil PCB — 189) i 4 k7 i &t (2 000 mg/L, %
Supelco A H] )

WNERY) A UE bR Y B (%% - d8 g - d10  HE
~d10 Ji - d12 JE - d12) B AR - A TEbs 4 5
(TEHETE —d5 .2 - JUIBE R 2,4,6 — =AW p -
=IROR —d14) ,#05 H 3£ Supelco 2],

P ( Acetone) | IF C %t ( Hexane ) (3 1y 3%
afi , L[ J. T. Baker 22 w]) 5 TooKGRAR AN (S B2l , 1
I 2 5 ) 5 B b (@35 A, R RS Acros
Organics A H] ) ,7E 600 C TH 4 8 h, B Hl 5 & T

T A A R 150 pm (100 H) ~ 830 um
(20 H) .
1.2 #H&mara

PEHC PRI 10 g B BT Y (5 g i i L0
JEIRA),MAE] 33 mL ZE B0 b, i A AU it
T FIZEHL(ASE ) o ASE Z5 4 32 BUA 7 T
B/ IECKE(V:V=1:1)IREEMW; I 1.03 x
107 Pa; R 90 C 5 & AS A B 8] 6 min ; i fin #4F
HFIFIA] 5 min b UE 44 B 25 BOHL AR B Y 60% 5 A
AWRAT IS E] 60 s, JEER 2 Ko

RV Wi h R O 2 A R R AR &
255 mL J5 K (B U 2 b8/ 2 g AR, A
5 g ToOKGRARR BN , B e 15 00 I $ OB U8 2 Wk A 4
2 mL IE SRR SR A AR 3 W, BRI IO AT S
F 08,2 mL GE O B BE T S oK B 48 3 ),
W E 2 ~3 mL, 755k

A A R R BE N vl . A AE B L5 mL
TP 2 WO BE/NEE 510 mL TF © %S Ak (W F
i 2R AR, O PR A IR, g R ) 5 R vk
S W R BOR 5L % /N 2B T, R IR AR,
2 mL PR/ IECBE(V:V =2:8)3 YL ¥V 4
B, e /Y ,6 mL 20% —E M ke/1EC
BEVE L AL s R A 2 0.5 mL, R G ER 2
1.0 mL, it AN FRY) 200 ng, F¢ 53 BT o
1.3 A& 54
1.3.1 K MeiE4

HERE DT R o TR s AR B 1wl 3R Al
BEAET 99.999% M E < ;fiiw=: 1. 2 mL/min; 3
FEFRLEE 2270 °C 5 S 6385 B3 42 1R 300 °C

Bk TR R T 60 C 4 1 min, L)
10 °C/minFHil & 120 °C, L4 20 °C/min F+ il &
180 °C ,f#%+% 8 min, Ll 5 C/min FE E 280 C,
43¢ 20 min, 5 5 L 20 °C/min FJE Z 300 C, %
£ 2 min,
1.3.2 4

e R i B (B B i B B
#:70 eV 4 MR JE 300 °C 5 B 1 IR E 250 C;
VA AESR 26 min g 288 25 WS AR S - SIM B,

fi %] PCBs(1.00 mg/L) A1 OCPs(1.00 mg/L)
RA PR MEVE W, I SCAN #0472 v, LI 1
IR A FTRE (GC - MS) 254,52 R Hlik
B 5 P AR S 4 TR AW i £ B B TR) DL R R
HETFSHILE L,
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FEREEN0
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7 1 y 5:
33344637 394243’5"?4220 52
32 0 2
9 3031 0 !‘4 5
T 75 10.0 12.5 15.0 17.5 20.0 225 25.0 275 30.0 325 35.0 375 40.0 425

t/min
I—f 3 - d5;2—1,3,5 - =4 8;3—1,2,4 - =40 F;4—258 - d8;5—1,2,3 - =4;6—1,2,3,4 - WA E;7—1,2,3,5 - [UEK¥;
8—2 — I AE;9—1,2,4,5 - UG HE; 10—JF - d10; 11 —F A H;12—2,4,6 - = EW ;13—a - SN 14—RNAH15—8 - K8
7N 16— FH ARSI 17—y - 7578753 18—FF - d10519—6 - 757575 ;20—PCB - 28;21—PCB - 52;22—E 4 ;23— K ; 24— 4 1k
£ 4 B;25— A4k L& A;26—PCB - 101;27—a - & J}+;28—0,p’ - DDE;29—PCB - 81;30—a - B f't;31—y - & f};32—PCB - 77;
33—p,p’ - DDE ;34— 3k [C 7] ;35—PCB - 123;36—o0,p’ — DDD;37—PCB - 118;38—p — =Bk 4;39—PCB - 114;40—F 1k [C 7] ;41—
PCB - 138;42—PCB - 105 ;43— - Hi '} ;44—p,p’' = DDD;45—0,p’ — DDT ;46— 5 4k [ Ji¥ ;47—PCB - 153 ;48—PCB - 126 ;49—f% J'+
iRl ;50—p,p’ — DDT;51—PCB - 167 ;52—PCB - 156 ;53—PCB — 157 ;54— 5 4k FC K il ;55—PCB - 180 ;56— Jii — d12 ;57— H! 47 i
;58— = A A ik ;59—PCB - 169 ;60—PCB - 189 ;61—3¢ — d12,

1 PCBs#1 OCPs EAIRERKRERERE

F1 SMBEEERE SIM &ZXT PCBs #1 OCPs iy Ul & 4

o %E’H’H_\H‘Eﬂ/ HAres 7 Wihes 7 1&@*%:@% ey ﬁﬁﬁ@J‘l‘Eﬂ/ ERTNSalE N 4%9%@%
min (m/z) (m/z) N min (m/z)  (m/z) N
i3 — ds® 7.458 25 - d8 PCB -77 27.560 292 290,294
1,3,5 - =4% 8.300 180 145,109 p.p’ - DDE 28.377 246 318,176
1,2,4 - =45 9.040 180 145,74 KR 28.500 79 81
2% -d8 9.235 PCB - 123 28.530 326 328,324
1,2,3 - =5K% 9.520 180 74,145 o,p’ =DDD 28.653 235 165,199
1,2,3,4-US2E  10.887 216 108 PCB - 118 28.680 326 328,324
1,2,3,5 - U4%E  10.914 216 179,74 p- SHEHE —d14© 28.713
2~ g ® 11.345 J& -d10 PCB - 114 29.100 326 328,324 Ji - d12
1,2,4,5 -UGER  11.423 216 179,74 Sk G 29.407 81 67
7 - d10 12.763 PCB - 138 29.640 360 362,364
HAR 13.058 250 108 PCB - 105 29.750 326 328,324
2,4,6 - =HEMY 15.057 B - HiSt 29.872 195 237,159,195
a - NN 16.051 181 219,109 p,p’ -DDD 30.210 235 165
A% 16.245 284 142 o,p' =DDT 30.310 235 165,199
[ B AVAVA 17.082 181 109 Sk I3 30.520 67 345,250
EIERE %S 17.352 237 214,142,109 JE - d10 PCB - 153 30.720 360 362,364
R AVAVAN 17.564 181 111 PCB - 126 31.150 326 328,324
3E - d10 18.542 Wi P B R s 31.520 272 387
N AVAVAN 19. 035 220 181,111 p,p' - DDT 31.790 235 165
PCB -28 19.480 256 258,260 PCB - 167 31.930 360 362,364
PCB -52 21.460 292 290,294 PCB - 156 32.780 360 362,364
L& 21.688 100 272,65,109 PCB - 157 32.970 360 362,364
IR 23.580 66  91,79,220 SRk G 7 R 33.407 67 317
WA EA B 25.537 81 353,217,183 PCB - 180 33.440 394 396,398
HEAEHE A 25.729 81 183,217,353 JE - d12 33.988
PCB - 101 25.880 326 328,324 Y 4203 4 1 34.080 227 113 Jt -d12
o - 26. 662 375 237 =Gl 34.184 139 251,141
o,p’ —DDE 26.870 246 318 PCB - 169 34.280 360 362,364
PCB - 81 27.110 292 290,294 PCB - 189 35. 660 394 396,398
o - it 27.252 241 195 JE - d12 40.718
y - &5+ 27.282 375 237
(OF 2478
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2 #R5iHE
2.1 A&

i 4] i 2 v )8 43 3 4 0. 020, 0. 050, 0. 100,
0.200, 0.500 #1 1.00 mg/L [ 34 fff OCPs 1 16 ff
PCBs IR A5 A, LA INFR T &, 15 3 & b5 W bs 1
Mgk (mIE R OC R A, Wk 2, 45REN, %
53 PR 2 AT/ RS S5 T R o A R R ] P £k
PR R

#2 OCPs# PCBs W AMIRAEMEEXRE R

[a<t’] HXRB(RY) (%<2 XA (RY)
1,2,3 - =4 0.999 9 o,p’ - DDT 0.999 0
1,2,4 - =5% 0.999 8 Sk B 0.999 8
1,3,5-=4% 0.999 8 D RA R AL 0.999 5

1,2,3,4 -4 0.999 7 p.p’ - DDT 0.999 9
1,2,3,5 - W& % 0.9997 5K 1 5] 0.999 7
1,2,4,5 - 05K 0.9999 CEE=RTH N 0.999 8
HAE 0.999 9 =GN b 0.999 8

R AVAVA 0.999 8 PCB -28 0.999 9
AN 0.999 8 PCB - 52 0.999 9

VA VAVA 0.999 8 2 - GEHEED 0.999 7
RGeS 0.999 8 PCB - 101 0.999 9
SV AVAVAN 0.999 8 PCB - 81 0.999 9
P AYAVAY 0.999 8 PCB - 77 0.999 9
L4 0.999 4 PCB - 123 0.999 9

SEIGH 0.999 8 PCB - 118 0.999 9
WEAE 4B 0.999 6 PCB - 114 0.999 9
HEERA 0.999 6 PCB - 138 0.999 9

a - A5 0.999 9 PCB - 105 0.999 9
A - d5© 0.999 8 PCB - 153 0.999 9

o,p’ —DDE 0.999 8 PCB - 126 0.999 9

o -GSt 0.999 6 PCB - 167 0.999 9

y - &St 0.999 9 PCB - 156 0.999 9

p,p’ - DDE 0.999 7 PCB - 157 0.999 9

2K F) 0.999 8 PCB - 180 0.999 9

o,p’ =DDD 0.999 7 PCB - 169 0.999 9

S 0.998 9 PCB - 189 0.998 9

B - Bt 0.999 5 2,4,6 - AT 0.999 1

p,p’ -DDD 0.999 4 p- =B —d14Y 0.999 7
OHERY

2.2 ikt dm

FREL 10.0 g A JE />, Jm A 20. 0 ng OCPs
PCBs b o ¥ W, #ie JEORE 5 Ak 38 25 B SF- 47 00
8 WK, AT A BRI R A

MDL =1, | 40 XS

Hrp MDL R HE SR AE RN 10.0 g, E A 2
1.0 mL JU & By 46 Y BR 5 S S it A oAl 2250 S0 A
MERNn -1, BGEEN 9% B E ¢ 554 (¢ =
2.998), #Eik, % 7 k15 5 OCPs fil PCBs 1 77
PRI 3, R 3 AT IR R R

0.03 ~0.30 pe/ke, KoiE FHE M 0.12 ~1.20 pe/ke,
R B

x3 FHEWHR(n=8) ne/keg

AL w s KR WE TR
1,2,3 - =4 0.570 0.060 0.18 0.72
1,2,4 - =50 0.740 0.053 0.15 0.60
1,3,5 - =4 % 0.810 0.054 0.15 0.60
1,2,3,4 -PU%H  0.740 0.038 0.12 0.48
1,2,3,5-U& %  0.800 0.030 0.09 0.36
1,2,4,5 -  0.670 0.078 0.24 0.96
T 0. 800 0.067 0.21 0.84
L AVAVAY 1.160 0.063 0.18 0.72
N 0.870 0.062 0.18 0.72
B = 7NN 1.030 0.039 0.12 0.48
I RIE 0.850 0.055 0.18 0.72
S AVAVAY 1.030 0.036 0.12 0.48
R AVAYAY 1.160 0.049 0.15 0.60
L& 1.010 0.079 0.24 0.96
Bl 1.050 0.039 0.12 0.48
A L5 B 1.050 0.038 0.12 0.48
WA A 1.050 0.071 0.21 0.84
o -5t 1.020 0.063 0.18 0.72
o,p’ — DDE 1.110 0.037 0.12 0.48
o - il 1.010 0.056 0.18 0.72
y - @5+ 0.970 0.059 0.18 0.72
p.p’ - DDE 1.120 0.035 0.12 0.48
3K ) 0.910 0.065 0.21 0.84
o,p’ =DDD 1.080 0.055 0.15 0.60
Sk IR 0.990 0.098 0.30 1.20
B - St 1.150 0.080 0.24 0.96
p,p’ —-DDD 1.000 0.039 0.12 0.48
o,p’ =DDT 1.210 0.080 0.24 0.96
Sk R T 0. 660 0.038 0.12 0.48
S R S 1.140 0.062 0.18 0.72
p.p -DDT 1.110 0.062 0.18 0.72
S K 71 0. 600 0.056 0.18 0.72
FH 4 S 7 1.000 0.050 0.15 0.60
=G A g 0.980 0.085 0.27 1.08
PCB -28 0.239 0.016 0.04 0.16
PCB -52 0.239 0.020 0.06 0.24
PCB - 101 0.239 0.009 0.03 0.12
PCB -81 0.239 0.018 0.05 0.20
PCB -77 0.239 0.013 0.04 0.16
PCB - 123 0.239 0.040 0.12 0.48
PCB - 118 0.239 0.017 0.05 0.20
PCB - 114 0.239 0.021 0.06 0.24
PCB - 138 0.239 0.018 0.06 0.24
PCB - 105 0.239 0.012 0.04 0.16
PCB - 153 0.239 0.014 0.04 0.16
PCB - 126 0.239 0.014 0.04 0.16
PCB - 167 0.239 0.018 0.05 0.20
PCB - 156 0.239 0.010 0.03 0.12
PCB - 157 0.239 0.021 0.06 0.24
PCB - 180 0.239 0.019 0.05 0.20
PCB - 169 0.239 0.007 0.03 0.12
PCB - 189 0.239 0.027 0.08 0.32
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2.3 FRAEBEAERE

FREC10.0 g A F i, Jim A 20. 0 ng OCPs Al
PCBs bRl W, 4% BEOFE i Ak 3820 3R SF-47 00 2 7
U, TR SRS 3 S5 R Wk 4, i3k 4 ]
UL 07 B B R Ry 44. 7% ~ 123, 0% , A X
FrifEfi 22 (RSD) g 1.8% ~21.5% , REfE it & 1 1
APLAY h OCPs F1 PCBs 43 H7 E3K .

T4 FEREHBEMBEE(n=7) %
[axy] [ml g % 2 )i R RSD
1,2,3 - =4 % 40.8 ~62.0 44.7 17.3
1,2,4 - =402 45.2~76.0 51.3 21.5
1,3,5 - =& 44.0 ~74.0 51.5 20.1
1,2,3,4-P052%  50.0~75.6 56. 1 15.7
1,2,3,5- &3  46.4~64.8 60.2 10.8
1,2,4,5 - 45K  42.8~57.2 53.9 9.3
HEKR 53.6 ~66.4 62.7 6.7
R AYAYAY 79.6 ~85.6 83.2 4.2
NEHA 64.4 ~79.6 71.9 6.6
B = NN 82.4~89.6 86.3 3.1
AR 71.2~83.2 77.8 5.8
R AVAWAY 75.2 ~82.8 77.4 4.4
DEVAVAVAY 81.6 ~93.6 87.1 4.3
+4a 89.2 ~98.4 92.7 4.1
IR 74.4 ~81.2 71.5 3.0
WAL A B 76.4 ~92.0 83.5 7.3
WEEE A 83.6~92.0 86.5 3.5
a-HEHt 68.4~92.0 78.4 12.3
o,p' - DDE 89.6 ~95.2 92.2 2.7
o -GSt 68.8~92.0 78.5 12.0
y - &S+ 66.4 ~91.2 76.3 13.7
p,p' - DDE 92.8 ~117.2 101.0 11.4
KR 84.4 ~90.4 86.7 2.4
o,p’ - DDD 92.8 ~98.8 95.7 2.5
SR 80.4 ~128.8 106.0 14.0
B - WSt 46.8 ~75.6 59.9 19.9
T - d5© 82.1~95.3 87.2 4.19
2 - B 81.5~93.3 88.6 3.98
p,p’ —-DDD 87.6 ~94.0 90.3 2.7
o,p' =DDT 103.6 ~135.2 123.0 10.8
SR IR 44.0 ~74.0 51.3 20.6
i B 2 T 50.4 ~83.2 66.9 15.6
p,p" - DDT 112.4 ~122.8 119.0 3.8
Sk TG R 42.4~79.2 63.8 21.0
FH 46, 7 37 1o 109.6 ~122.0 116.0 4.4
G AN i 45.6 ~56.4 50.4 6.9
PCB -28 106.5 ~109.2 108.9 1.8
PCB - 52 112.8 ~115.8 115.8 2.9
PCB - 101 116.5 ~129.9 121.9 4.7
PCB -81 115.3 ~127.4 121.6 3.8
PCB -77 116.3 ~123.8 120.7 2.1
PCB - 123 115.6 ~127.5 122.2 3.3
PCB -118 106.4 ~118.9 114.2 5.0
PCB - 114 98.8 ~111.1 104.6 4.4
PCB - 138 107.5 ~119.7 111.7 3.8

o
&y [n] i 2 -1 [l i R RSD
PCB - 105 112.6 ~122.5 118.4 4.0
PCB - 153 107.5 ~121.2 113.6 3.8
PCB - 126 111.1 ~120.8 118.7 4.8
PCB - 167 113.0 ~122.3 118.7 2.6
PCB - 156 107.2 ~124.9 113.6 5.2
PCB - 157 109.3 ~126.8 118.9 7.0
PCB - 180 102.9 ~124. 1 109. 4 6.6
PCB - 169 103.3 ~116.9 110.4 6.6
PCB - 189 89.4 ~119.1 102.1 11.6
2,46 - =mEMRD 82.5~93.1 86.6 3.93
p- SHE -d14® 99.9~99.1 93.6 2.21
OH &R,

2.4 FEFERAESEM T

FHAZ T3 6 X0 Ll B 3 B B 3R 2 TR iy
OCPs HI PCBs #4715 , 45 - F B . OCPs 11 PCBs
PR BT L O R A ~ 10,8 gk, B S IR
[ % Hy 45.0% ~123% |

3 i

ST [ R 4 B R PR b 34 Ff OCPs
18 Bl PCBs 114 J7 o 8 T 78 % 570 26 B, Bk 1R B
AINFEEHE B R L GC - MS 43T, 52 Rl HLiL &
WA FR 2 0. 03 ~0.30 wg/kg, Il & T R
0.12 ~1.20 pg/kg, V- ks F Uk % H 44. 7% ~
123.0% , A X A5 i 22 (RSD,n =7) 2 1. 8% ~
21.5% o JrikfaifE , & s BRAG, AE % W K2 [R) B 23 B
FE S I EEK

(&% 30iHk]

(1] BRER, b 0 SR 45 0580V 0] 28 B0 — IS 25 LA 1 - K
AR € 3%/ 0T3S A I Fe K P A ML 2 R 2 B AR [T 43
Hr A2 B 58 4 45,2016 ,44(5) 1698 - 706.

[2]  Sedkir, JEFNI, 73, %5, 5T QuEChERs - GC/ECD R
A DU A AL AR 2 K 2 W R R R [T ], K SR,
2018,39(1) :29 - 35.

(3] £, ¥, 465, %. QUEChERs — 51 {6 5% — 5 506 i i
W A A AL e 2 @R R a3 i [T & f R 3%, 2018,
39(8) :309 -313.

(4] TRMG, BFERMG 0T, 3. A LUK 25 76 36 1= 2 b X + 4
TS Y IR R H W s R [T ], R 2,2014,53(3) : 164
- 166.

[5]  Wrmf, 4514, nh 28 4. + R B LA AR 25 5% B i T
PERELT]. WIRA B A T/ ,2005,19(2) : 115 - 119.

[6] R, GerT, ok, 5. b 00 I 2 B 5 b A LS AR 245 43 T 7
E 1 FRIME A D 7 i [ T]. 5507 I, 2010,29(3) 2271 - 276.
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