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GC Determination of Nine Organochlorine Pesticides in Soil by Microwave Extraction
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Liaoning 110032)

Abstract
We used microwave extraction and solid phase extraction column to extract nine kinds of OCPs pollutants from soil, and determined samples by
gas chromatography with ECD detector. [ Result] The recoveries of nine OCPs ranged from 78.9% to 114. 1% ; the detection limit of the
method OCPs ranged from 0.27 wg/kg to 0.56 wg/kg; the relative standard deviation of OCPs ranged from 2.48% to 4.75% . [ Conclusion ]

(Shenyang Institute of Geology and Minerals, China Geological Survey, Shenyang,

[ Objective ] To establish a method for determining nine organochlorine pesticides in soil by microwave extraction-GC. [ Method ]

Using microwave extraction not only can save time and improve efficiency, but also can obtain higher recovery.
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ZH FRIEAE 20 T4 80 AFACTT 4R 12 A48 11l 1% 4 24,
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3PS S AASIN — % AUH s i ECD A3
BRI R AL B A R R R 4R O MR TR, E R
F R FH AT 3R ECHR I R P D B BT I 7 A B
aglo RO R A T 1 S R AR O T R
E TGS, B sURFERTHS HCRAL, IF H AR B R EA L
PEIGRT ;5 18 75 e vk A 0 A5 R SR A vy, i s A 75 T R
Rt AN 2 ¥, 1R 2 I 2 R 75 ) %) 4 1T 7, 9 HLi
TRV ZEAR T4 22 i R G 5 i 38 7 70 A B S A 4
S AR PR ) — Tl Xof [EVAAE: it A T H AR ) B U i A 31 7 3%
P SRR R VB A B R AT PR R AR X
BUIN, B GUR A U 2 AT S 2 T BERR A Rl B B
JE VAP W AT A] B — b e AR A 3R 7 3 i AR
PRI i i ELE SRR 20, I HURAS ARG i g v]
7, B ARE A RIS AN B FHE AL R R e, % F
I, 28 PRI PR U A5 A [ AR 2 B4 A R I T -4
9 Bl WA HLEAZ IR AR (15 ECD Rl 253647 T4
W, B APV I E T iR S e .
1 #R5HE
L1 ## AARGHE GC2010 SAH (5L, B ECD Al 45
CLPIIE B 40454 (30 m x0.32 mm x 0. 25 wm) ; i 26 UL

EEEN DA (1983- ), 5, THREHRA, TAIF, ML, AFAMN
WHRALFH R,

Wi EE 2015-11-26

Microwave extraction ; Organochlorine ; Solid phase extraction

MARS 6; [EH#E B /)N ( proelut florisil 1 000 mg/6ml) % 5+1k,
A8 (SUPELCO VISIPREP™DL) ; it 72 % {X ( RE-52AA B,
IR A ARALER ) o 1E & %€ (JT Baker, 4658 2% ) (AR
(T, miEal) o 8 Ff HLERRHER W (3518 ChemService 2%
F])100 peg/ml; HHLERECH:2,4,5,6-IU& ] —FHK, =T
FEAAHRIERRR W (EE RTX 2 H])2 000 pg/ml; 7554
PAKRIE A ( SEE ChemService A H]) .

1.2 A&

1.2.1 SAHEGESME . SERE TRy 220 °C AR b ee,
JEH18 55. 8 kPa, #E 7 3 S 1. 27 ml/min, 2533 )& 5y 26. 8
em/s, FHEFEF:120 C L4 1 min, 85 2L 9 °C/min J} %]
300 CA-%F 4 min, ECD K:JU#FIR A 300 C,

1.2.2 FrifEfhZnyzstl. Jel N @R bR 8 Fa LAk
PRIRGBCH SR 1.0 wg/ml (9 9 Fif HLEIR AR WL,
SR G PN 25 VROW B M B2 1..0.2..0.5..0,10. 0,20. 0,
50.0.,100.0 pg/L HFRAE TAEWE, # 1. 2. 17 S 4 L ALK
W, DA RE (X) AfsiAeb, LA TE R (V) g P AR AR il Ar vfE

TAEMZ.
1.2.3 AP fb i Ee . SO v e BRI 2 B,

TSEPRELS. 0 g ZEd KB A 3emd , B GI SCRIBAE b 2%
JEIIA O T A AL S T AR E 35 9 10. 0 ng A HLE BN
20. 0 ng, {8 ATCH 4 52 HOA ) AT 2 3, B flinl 22 U B9
LR 2 e A8 S A0 i 22 /MR (29 2 ml Z647) J
AZITRSEIHGEL B IS AR AU |, 28 [ RH 28 BOR T M B2 7
10 ml SRR AR, AR5 RO ASCREAE f P WO 4 E 75
2 1 ml, BIBCERER /MR LNV, Pefe 4 R 3 kP
PEATIESGIRS , IE S N R Aok I 1,

1.2.4  SCBRREA AT, BEHCTE PR HERE AL 3 4, AARNKT
Ja BIREE L 60 H G, BRELS. 0 g, 45 8“1, 2. 37 BT 2 O AT Ak
A AT PR UL Ak GC 23T
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2 HBRESMW
2.1 ZHEXHE
S5 708

H1% 2 A1, 9 Bl ML 25 2k o6 &

F1 AAMERZMEZIREZIT

e R R AR Wl

WO et

YH RE/C ] /min W /) %

1 65 TR - — Gl e 30 500 79.7

2 65 IECE - P9 20 800 86.8

3 65 IEC ke - S H b 40 1 300 85.3

4 70 TR — — & P ke 20 1300 79.4

5 70 ECHE - PIE 40 500 89.5

6 70 IECkE - ke 30 800 88.2

7 75 N - & ke 40 800 82.1

8 75 IECE - IR 20 1 300 87.3

9 75 IEC ke - SR 30 500 84.2
F2 SKUEEIAFEREXRE

FF sy EqeamlEpy LIPS 314

1 HBC Y=17 301. 1X +30 397. 1 0.999 5

2 a-BHC Y=15053.1X +12 318.8 0.999 8

3 ~y-BHC Y =13 364.9X + 14 930. 8 0.999 7

4 B-BHC Y =7 435.15X +13 908. 2 0.999 4

5 §-BHC Y =11 569.5X +9 587.91 0.999 8

6 DDE Y=13982.9X +11 814.9 0.999 8

7 0,P-DDT Y =6684.2X +10 472.8 0.999 6

8 DDD Y =8519.26X +11 004.2 0.999 7

9 P,P’-DDT Y =7 245. 66X +7 309. 28 0.999 8

2.2 FUAMEFERERE @ E SR, R A HLE S
JB S 24 [T S 34 5 A1 7 i e B AIRAR Yy e T IR
FRUGH TR (R 1) o LER5 R, WP HGRIE N 70 °C, J2 i
W] 30 min, $2 BRI N — 1B 2 B Ly 101, D)5
1300 W 75 LR 25 1F T ,9 R HLEEA 24 9 F- 24 [ i 5 oy
89.3%

2.3 BIETA RS EALE R ST @3 ECD
RS A I AT HLSE S TS e, 9 P LA 25°R0 2 (X
I B R (181 1)

75 000 — e~ —
en o i
-
= =N
= 50 000 =
i
s
Aot
AL
25 000
’ L
0—
0 5 10 15 20 25
B8] ff min

H:1.2,4,5,6-M0& R %82, /&IP3, «-BHC ;4. y-BHC;5. 8-
BHC ;6. 5-BHC;7. DDE;8. O, P’ -DDT;9. DDD; 10. P, P’ -DDT;
1. T 5451
E1 9 MAENEEIEESSEE
2.4 FHEFER
2.4.1 JiiEA R FEIRCL 2,37 B A 4 Fi Ak 25 12 ()

MBS 7 A ARG S AR E I 10. 0 ng A5 9 Fg 4L
AALGRR IR (3S/N) 78 0.27 ~0.56 ng/kg.

2.4.2 KSR, XA HUEES FUINFRFRE AT I E 10 7, I
FRARXI AR UE DR 25 7E 2. 48% ~4.75% .,

2.4.3 [l DIAE SR AR B A LR & bR HEY) BT
10.0 ng, B AL 20. 0 ng, % ) 0¥ 2 [ g 78 78. 9% ~
114.1% ,

2.5 EEREERAMT AR 3 WL RS | hAGH PLPT-DDE
5.84 pg/kg. 0, P’-DDT 11. 98 pg/kg. P, P’-DDT 22.53
pe/kg, B 2 hEHE PP’ -DDE 7.32 pg/kg .P,P’-DDT 4. 96
pg/ kg, FEAh 3 HALKS ) B-BHC 3.90 ng/kg, | SR IA
PSR (i 7y B 1T WL 2.

R3 KEFHERENER pe/ke

(= B-BHC P,P’-DDE P,P’-DDD O,P’-DDT P,P’-DDT
BES 1 - 5.84 - 11.98 22.53
FEAH 2 - 7.32 - - 4.96
EESL 3 3.90 - - _ _
125 000 i i
-
= 100 000
w75 000
Dk' o
Antt
o 50 000 l ““
55 000
oL
0 5 10 15 20 25
B8] ff min
#:1.2,4,5,6 — Y%A —H 3£;2. DDE;3. O, P’ -DDT;4. P, P’ -
DDT,

E2 1SHEENGGEESSEE
3 £ig5iTie

KA I R R e rh 9 R WL A 2, &5
FW LT R R 78.9% ~ 114. 1% , F2 W% )7 4%
BGRB8 TGS I o ML Y4 .

FH BT A 7 3 AN 2% FC B IR B 75 D i n s s 7 2
Bk, SR B0 1 R R 1 A MLERR G300 i i, AT
B T ELISD TR SRS 5 S TR) SR FH i 4 Ok A
FE IR B 4 SR T [B) 42 S s, LA, ) P e 5 0
AR SR 2, ol Pt A, ) P e v 2 TR A
BRI A LTS B AR T B 2 ) — PR A B
Tt ZE IOk AR YR A [F] B ARSI R FHAS R A P2 ), 12
FEAN A B TR 74 B AR S B R R, R sl i 2
HCE AR R T ET S R
5% 3k
(1] 3peie, S, e, 25 BT = AN B B LS AR Sk

TMELT]. Pl NEREF2AR 2014 33(2) 298 —304.
[2] G, B, B, S5 FHT /K EE R RN i L S R 240,
TR ()] sPEEREERI 2012,32(6) 1046 — 1053,
(F#%32 1)
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B T 38 X TCARR SR AR R V5 Y = N 7E +
ekt N AR AR, DL ot 4T 25 R B, kLS 4
It H B BRANAL T it ARZE SRR S 22, M2, &
N, I i 200 B AR H

B KA AN RS S5 R - D 2833 nm, B4 v
J&£ 0.7 nm, L 10 mA {55257 AA-BG, BIR (4550 Uit
£ 17.0 L/min, 5 (ZH) i & 4.0 L/min,
1.2 FRE&RAE MR 0. 5% WY BRI O Hy bR E Gk
W1 000 mg/L EAT 2 M B, T il 5 A Bm VA VL, 2 1
HIbRIERRZE
1.3 RWFE  MERRFREGDE 200 3R 0.3 g (R
% 0.000 1 g) TR MM T, ) 1 ml K IE WAL i
HIA 10 ml £5% ,100 °CHn# 30 min, 21, SRS HRKIMA 5
ml fif§fi2 5 ml ZHEL 2 ml &5 G0 ; 4> F 2l iH il AR 7 i
9:100 °C ¥ fi# 30 min, FHE = 160 C, 4 f# 60 min, F1iF =
180 CHATHIRR BRIAL 1 ml, BH B F I B FRE
525 ml AT, AN 5 25 A6 T8 A o R v o R R o8 4 T
fiffe, P RT R L I T A PR L S0 RIR o S TR, 4k 82 i AT
it L RE S T AT, B A R (A BR B AR

AN RIRHER TR AL BRSO S IR 34 26 MIBK
R B A2 B TR TR
2 GHR5HH
2.1 FREEEREE  BE AL SRR D WA T
T it )T A, 9/ R0 A P, R ] R s 5 0 s 2 SR
TRZEIA S A7 BB B K, I8 1 4 7 4 FH £, i 7 5 1]
K, ghmd 2 T, B v T AN T A B A . DL, RS
TE FRAE I, AN AT RE S 0 T A, T B )k X B
BEis e, MFEG R 0.3 ~0.4 g B A SR

110

<

105

100

BRI %

95

90
0.20 0.25 0.30 0.35 0.40 0.45 0.50

HHEE g

E1 mMESREER
2.2 GHWREERE  Hl 7k EOR, FRIBURER 0.3 ~ 0.4
g, A [ i ) R TR AR ST  voy S TR , X A it R4 77

fiffo LEARFEI, 2AMAERER 10 ml fi5FR 5 ml Z0RER 10 ml =500
2 ml 5, BRI 4 SRR , TrSeR At
2.3 (UERKUHHHRAK ZEIRE, SIS A
£:283.3 nm, BEEETEEE 0. 7 nm, BIHRS (25K) 17 ml/min, 8k
R (LH)3.2 m/min B, AR R, BRBERE 0 Bk
MG, HEdERE , EEERAT
2.4 FREMEMNSE  TERAENGER TS T L6 R
TR AR I, TR T bR e IR I Ry =
0. 006 3x +0. 005 2, ZEPEAHSEZRE(r) H70.999 8,
2.5  AREMGRIE AR, e S R
RS TINA —E f BRI, TR IAR I IS ss . 229K
RZ R, AR SRR 98. 10% ~ 103. 25% 2 (8], AH X5 i
ZETE 0.35% ~325% 2 [8], 25 R A, RZ Tk B A R
TR A 5
2.6 KMSEEISHRHER  7ERAEEF TEXMT, %A%
i RIS R R 9 SRR, YR MV EIFE 0.2 ~
2.0 mg/L iR P [0 19 7 A2 55 4, AH 56 R B07E 0.999 0 ~
0.999 82 [i] ; [RJ R, 1 5 3057 25 AV 11 WK, DA 3 A5 A vfE it
ZEEZ TR R B K R 0,002 mg/ L,
3 #ig

ZIRIT AT T 4 A Sl 88 A fif-FAAS 3505 1 58
FRE AR TR, OF ELOCAR TR S T i R S g et
B AR IR S A A . SRR, FHERRR 10 ml fiSTR 5
ml ZURAR 10 ml 500K 2 ml REAEAJE TR N 0.3 ~0.4 ¢
BESR AR A M AER S M Dk K 283. 3 nm, BREE G 0.7
nm, PR (235K) 17 ml/min, A=K ( ZKHL) 3.2 ml/min B}, £k
PEB] I 5 R B4, A OC R B0 0,999 8, i A [l i A
98.10% ~103.25% Z [A] , FHXI AR IR 2Z £ 0. 35% ~325% 2
6] o % i ELA K s BRI 100, 0 B IR A S e a5
S E 3k
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