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il

W OE: EAXE SR S G R, L —F
FaE MUY h S EIRC bt T EARE =R IR B S A%
G 75 ¥ , 5 R SR S HE B S A A BSR4 40 mL IEC keI
PR AR (Vieg: Vam =18 DAERRBUR, HFINA 2 g S8 B
¥, A Florisil SPE /]M3:F11 Carbon-GCB SPE /M BB BR &4k, R A 10
mL EC SR BIR G  (Viag® Vew =91 1) #EATWH, W46 /5 H
DB-1701 S AH B 40 B AL 40 B, A B 40 SR AG T 2% 1 SORE R i AR
(GC-ECD) #:, SMr vk i€ f . AR 800 R M UL 1E
FMESEATIOAR B SE 5, 7 34 [ R TE 74. 5% ~92. 0% , H8 X b
TRZETE 3.09% ~6.67% ; PR N «-HCH:1.96 x 10 ™* mg/kg, B-
HCH:1.45 x 10 ™® mg/kg, y-HCH;1.90 x 10™* mg/kg, 8-HCH:1.98 x
10™* mg/kg, p,p’-DDD;2.47 x 10™° mg/kg, o,p’-DDT;1.08 x 107*
mg/kg, p,p’-DDE:1.59 x 10™* mg/kg, p,p’-DDT:2.52 x 10 ™* mg/
kg, SRV BTHEAR TR ) X A J5 B #E AT B IE , fin b 21 4ie 38 AR X

MATA: RAERMEER - <M
G E TRy A EHD
e U EER = H RS
B AN AL, BESRE R,
SREHEMLE, ZHERKR
15 55 50 = HE B BE O S 2%
R, AHEEMSRY, REUE
TR, BF A s B R 5 B 70% LA
E X R ERZE/DF 10%, B
HIEL, FEUIRYHE RS
R

KB EAERREG T AL
FRY BB AR
hESHEES. S948,0657.7
XHRARERD: A

PR 22 BT B UTBRIRE i B9 25 B A I 2K

A HL & & 25 ( Organochlorine Pesticides,
OCPs) /N R T Ke, 1644 737575 (HCH) (3
XFRAIE =R L be, 154 i B (DDT) SF @A
WEAEMVER AR BRI FE ) 2, R RAET
ABUBYIR, B EMERSR, S BBZEREN
AL, ERWE NLEMI YRR, P EE
1983 4E2% 1A= 7= DDT % OCPs, {HAE y H Ath 254
T =G i B ) o RS e R 5 R LR AT R A
fEo

U2 OCPs B —FEZ W IHRE A
Ji, AR 5 ¥ VR DT AR W) B & A% E (GB 18668—
2002) " ML Mg R VTR HCH 958 — 2645
HEFR B {H N 0. 5 mg/kg, DDT FJFR & (HJy 0. 02
mg/ kg , iy JHHE B #b I 5 GTAR 4 h HCH DDT )

I Fs HEA: 2011-06-05 {EE HH3: 2011-10-18

FREEMIEIFN BAEXRER, BAT, KT
SEVUBHH OCPs 5% 58 & Ml ik R £,
HEREL BB AED, AB G LR ENMHER
o SRR E A SMRIE I Tk, 4 &
S 56 A I B K I IR S S PR O, B X
WY BR JERFETIRWEEBR UK BRI
BEAT T Sk, B —E R E K PURY) H HCH,
DDT f“<AH A I 5 ¥ o

U AR

1.1 SEIe#H#t
11,1 fyse

TN ASA EE Agilent 24 FH] 6890N S AH
WX, 63Ni ff i 4l AR A U £, HP-5 & 40 8 A

EETE : MEAEA LB I AR5 (2010R1002 -2)
TEE R ZMM(1981—) , %, TR, BT, HEFET7 1 7K™ i Fp 25 A o E-mail : jllhzau@ 163. com
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(30 m x0.32 mm x0.25 pm) ,DB-1701 BYNEAE:
(30 m x0.32 mm x0.25 um) , AB204-E H, T4
ProRSF (Hghesh - FERM 20 LR A RAR) , #
FEEE Ve (BB (A RAF ) , R205
TR (LR AR R AERAE),
YGC-36 AWAL (JERHERFL A FRAH] ) ,80-2B
B DAL =R A UES) ), B AR B
B ( EEZEREESEERAT)
1.1.2 &5

A IE C k8. A h el 2R CBE Y O 1%
4, JoKERBREN:7E 650 C iy HhHthl 4 h, ¥
HEZRGE, WE T DEBRPEHTF&
Fo SEg i FIRGRA BRI IS MR (Vi Viao =1 ¢
1) IECHE-WEHREW 1 (Viag® Vim =15 1) 1E
Che-NER B 2(Viag' Vm =9°1) o

Ky (200 B, 45 99. 8% ) : H#hERIZ Uk 30
s, AR, K Z 0, AN, EA
AT, RAEFER AN B ZEBRb&EMH, &
L PRI E PN

E AHAE BL/NH: . CNWBOND Florisil ( 3 % B
BEE) SPE ANEE (1 g F1 2 g A0 HLA),
CNWBOND Carbon-GCB ( 4 8 1Lk 2 ) SPE /M
(250 mg) , 1T LI LIER AU A R AT

AR ZGHR Y 5T (FRHEAH) : - HCH (40
pwg/mL) , -HCH (100 pg/mL), y-HCH (60 pg/
mL), §-HCH (60 pg/mL), p, p’-DDD (100 ug/
mL), p,p’-DDE(80 wg/mL), p,p’-DDT(150 pg/
mL) , o,p’-DDT (100 pg/mL) , T Eir#EY
BRI L, YRR Z B BUE B A LR
PRUET VR, FH IE C be i B BE Bk BE TR & A
THER
1.1.3  fhfkem

ORI S R VT O A P15 Y i 15
PR S RfE PR T H AR, REMHEMET
2 AR P38 XU 1) BT i, B IR T A e
ER R b, R R i 5, 5 Bk
AFFRL B R K S R % KT B ok
KYRE, 80 H &) it i , #5in TJE AR S IR A
R
1.2 SHTESER
1.2.1 2B

FRECH R T IRAARE S g ORE#E] 0. 01 ¢) LT
150 mL BZE =, A 40 mL iE & k-7 B
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REW 1, BHER A2 g Hik TS, d#E
BAREX 20 min, B HERE B = M. sk (2
EAVRBUARHRAE) FFINA S g TOKBRBREH , K S B
BRI IFCEE TXG .00, A 10 mL [EC
Fe-PNERTR G 1 3 PIRIE SRR , — [l ARG L
i, 7E 40 CKIBHEMEZET . &M 3 mLB&
W 1R .
1.2.2 %4k

Fh#E 1 g F12 g B Florisil SPE /M AL 3%
LK 1 g B Florisil SPE /]N4E FiI Carbon-GCB
SPE /IME ERIER 1AL RCR , A 10 mL iE & %5 - I
TREW 2 WRUETE L/, FEHRUER . # 3 mL
B 1.2, 1 FR4RBOREE A/, HEE 3 3 By bRk
Ko

3% Fi Florisil SPE /)N3:#1 Carbon-GCB SPE /s
B, 4331 F 10 mL EC k- NEIR S 2.4
@%'Z@Zﬂ@é( Vammz Va@agg =95: 5) \IEB%%?ﬁ
FEMBETEAL /DAL, FERVE R . 4 3 mL HHLRE
PRETE R A /T, 35 10 mL F 3 3 Fpik
BOHATUEN , IR Ve, AR T, EC besE
AZ22 mL,fF WL

3% FH Florisil SPE /N Fi1 Carbon-GCB SPE /)
HEERER, A 10 mL 1E C e - AR & W 2 WukTE L
AEE, FEBUE R . ¥ 3 mL AL AR HE I B
A/, FIIE C %e-R B TR G W 2 VeI, Ve 4
ZFHE—IR AR T, ECHERE 2 mL,
i EHLo
1.2.3  @E3ERMF

Jr A% DB-5 BAIEHE A DB-1701 BYIE
HEXIRE BT 0 8, AR R 1 pl, BN AR
K, =99.999% , Wi K 1.5 mL/min, Rl
WA, Bk 60 mL/min; JE#E IR B A 260 C
GEFAARNFIIE B TATE) , Al 454 310
C s A iiere I 20 FHRER P 9046 100 C, 4}
B41 min, LA 20 °C/min FE R FRE Z 230 C, H
PA5 C/min F3#ZFZ 270 C, 448 2 min, Spi5
BER,
1.2.4 [l O 2 B AR I BR #1138 0 vk

BRI AR B S A E & R
HEVR (m,) , % FRBRAE LR, i s 45 2R
(m) , pR EEFR(P) = m;/m x100%

WEENTTE SRAWROTIRYE S ER
FEMEY) R 8 FRARUEY) 5L 0 7] SR FH I A AS ] F) T8
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PR ASAR S SE 5,5 WE R, THEARXS AR
o

I R A5 AT PR 2 S22 1T 7 MR
TSGR AR RV B ) 55 30 38 25 E bR A o, T
HARX PR EIR 22 S, FRARYE LA T A AR
MDL = St ,,_; 0.8 JHAt HEEE RN 8%  HH
By n -1 BH t{E,

2 4%

2.1 FAEAHEBEENSBERR
P 8 Fh A HLEAR L 0 B RUR
mE 1R 2, YRR TR, — A S
BER=1.5 0, BINMERE] TR0 8, ALK
&l 1 # DB-5 £ 41 4%t p,p’-DDD Fi p,p’-DDT
NEENTFLS  BEZESE., B2 8Bx,DB-
1701 BHEHK B YA S 8 R E 25T,

3
1|4
5 15000 6
£ 2 5 8
& 10000
# 5000
7 8 9 10 1

6 1 12
i 8] /min

1. «-HCH; 2. B-HCH; 3. y-HCH; 4. 8-HCH; 5. p,p’-DDE;
6. p,p’-DDD; 7. o,p’-DDT; 8. p,p’-DDT.

B 1 DB-5 EMEE 8 HENEKE
SEHSHEEEE
Figl GC chromatogram of the 8 mixtures of
OCPs separated by DB-5 column

50 000 2
& 4
= 30000 5
o 3 6 78
om0 | il
6 7 8 9 10
i ) /min

1. a-HCH; 2. y-HCH; 3. B-HCH; 4. 6-HCH; 5. p,p’-DDE;
6. o,p’-DDT; 7. p,p’-DDD; 8. p,p’-DDT.

B2 DB-1701 EHEH 8 HANEKRE
SEHSHEEEE
Fig2 GC chromatogram of the 8 mixtures of
OCPs separated by DB-1701 column

2.2 &F
2.2. 1 AN[A] RS AR 2R B/ INVEE ¥ AL BOR

SEu st R HR,2 g Florisil SPE /PME#HZ 1 ¢
IMEAL BRI, Ze IR D B A RZ AR
RKIFRaE FH T, LR, e B E

. [& 3 A Florisil SPE /M Hi1 Carbon-GCB SPE
JINVEE BB BB X I BR A S B v AL SR I 2 R g
b BRI TR T XK o

6 7

8 9 10 11
i 8] /min
1. a-HCH; 2. y-HCH; 3. 8-HCH; 4. 8-HCH; 5. p,p’ -DDE;
6. o,p’ -DDT; 7. p,p’ -DDD; 8.p,p’ -DDT.

3 m¥rtEm*E A Florisil SPE /7 E#n Carbon-
GCB SPE /MIBRB AU EHNSHEGIER
Fig.3 GC chromatogram of the sample purified by
Florisil SPE column and Carbon-GCB SPE column

2.2.2  A[EW SRR ARG AT E
SR A [ Y800 A o 5 3247 R G, R B 35K
RIWE 1, MEMCRRITESERE, EC k-7
TRAW 2 VERVRBL I, B HLE AR 25 1 [ R 5 5
99.6% ,HHLARZGFA FEBVEH Tk, K22
HA PR SO B4R
Fx1 FEMREREEBRLE

Tab.1 Effect of diffirent kinds of eluent
on recoveries of OCPs

SR B S [EEVES
EC K- (Vg Vigm =9:1) 99. 6%
-2 BRI (Vaus' Vomem =9°5) 90.2%
ES b 88.0%

FI1.2.2 T EERE UL ROR &, 45 R A E
4, G5RER,1ERT 2 mL T BRI, 756 3
mL A/ EK B RY), B B ER0.5% , 78 4
mL ~ 10 mL WS B RE 7> B ARy, o BB 2 5
99.1% ,7£ 10 mL J5 R & B H x4, Br DL £
210 mL BRI ER: B AR S8 Ve, 45 &
RATEREER , HEVEBLAF Y 10 mL,

100

b /%
3

12 3 5 8 10 12
YEBLBAAR/nL

B4 #RBEARMNANERGEKRRNZIE
Fig.4 Effect of volume of eluent on recoveries of OCPs
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2.2.3  RMETFREAA IR
R DB-1701 BANEHE AT 705, R R

—ERMEIEIRAARER R, A IEC S RE
PRAETE OB AR RE , B v VA VL PR R B 766 B 0
%% a-HCH: 20.8.4.2.0. 8 ng/mL,B-HCH: 50,
20.10.5.2 ng/mL,y-HCH F1 8-HCH: 30.12.6,
3.1.2 ng/mL, p,p’-DDD # o, p’-DDT. 50,20,
10.5.2 ng/mL, p,p’-DDE: 40.16.8.4.1.6 ng/
mL, p,p’-DDT: 75.30.15.7.5 .3 ng/mL, #FEE

1 L, A AL bR, DA B BE B Ak A, 42
M EM SO R EIE TR, 4R K 2,

£ ERSAH GG AR SF T K& Aok
HFR K o-HCH: 1. 96 x 10 ™* mg/kg, B-HCH:
1.45 x10°° mg/kg, y-HCH:1.90 x 10 * mg/kg,
3-HCH:1. 98 x 10 * mg/kg, p, p’-DDD:2. 47 x
10 "° mg/kg, o,p’-DDT:1.08 x 10 * mg/kg, p,p’-
DDE:1.59 x 10 * mg/kg, p,p’-DDT:2.52 x10~*
mg/kg,

R2 ANSRGRARRODESE
Tab.2 Regression equation of OCPs’ standard solution

K2 3] LHEVEH/ (ng/mL) LM HRREL
o-HCH 6.703 0.8~20 Y =331. 89x — 168. 43 0.998 17
v-HCH 7.138 1.2~30 Y =294. 68x —189.41 0.999 43
B-HCH 7.919 2 ~50 Y=99.79x -51.50 0.999 56
3-HCH 8.183 1.2 ~30 Y =233.11x - 158.59 0.998 57
p,p'-DDE 8.984 1.6 ~40 Y =128.73x —109.28 0.998 69
o,p’-DDT 9.661 2 ~50 Y =64.92x -86.34 0.998 91
p,p’-DDD 10.209 2 ~50 Y =101. 85x - 80.59 0.999 28
p,p’-DDT 10.493 3~75 Y =62.49x - 153.89 0.998 52

2.2.4  YERBEARE

2.2, 1 ~2.2.3 IR AR THAE ,
B RO TR WA &, %R o-HCH %5 hn &
0.4.4.0 pg/ke, B-HCH HATE N 1.0.10.0 pg/
kg,y-HCH wingE80.6.6.0 we/ke,3-HCH i
#=70.6.6.0 pg/kg, p,p’-DDE #fNEHN 0.8,
8.0 wg/kg,o,p’-DDT #HANEHN 1.0.10.0 pg/ke,
p,p’-DDD ¥ iM&E A 1.0,10.0 ug/kg, p,p’-DDT
BMEH 1.5.15.0 pe/kg AT, 5 IRERE B
I ENSCERR S 5, A 5% O vk BV B A RS 9 B
GRS,
2.2.5 FEEHMINLH

e FAUR A it X 0 7 ¥ AT SR AE , SR A
AR BE AT AR , S5 YR 2 IS [l e R L 5
THE B R TR X AR R 22 , 5 R 3R 46

3 ifie

3.1 &iffst
HATAPLEARZS EZ LA @IS T4
BRA I 25 A AR - BV oy R T B,
FEERNOEAFRAV ARG REERER
MR, AIRARYRE TP EmHBIELEY,
e PRI PR & SRR D G o B A, S0
L5, DB-1701 (it M EEMFIA T 14%
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TNEREL A HEAZy  DDT A E 45 &
BE AT LUK 8 Bl 25 58 2t 3 IF . A MR AR 2 T
R, — AR IR TE 220 ~ 250 CthE ik, BEAE
1 P BE RS /2 T 2% AL 0 R U AR, A S B R A
MR BEREHE 260 C, R FIALRR 7 FHE 7 U154
MRS R o

®3 BT OCPs BintRE R EE K

Tab.3 Recovery rates and precision of

OCPs in sandy sediments (n=5)
&2 Jinkr & EH YR AR R 2
/(pg/kg) /% RSD/%

HCH 0.4 76.6 5.23
4.0 82.3 6.17

HCH 1.0 81.4 4.56
10.0 85.5 4.32

0.6 79.7 6.57

v-HCH 6.0 90. 1 5.21
SHCH 0.6 82.5 5.78
6.0 86.7 4.34

, 0.8 81.4 6.21
p.p-DDE 8.0 9.0 3.09
, 1.0 74.5 5.27
pp-DDD 10.0 87.8 4.33
) 1.0 82.5 6.67
op=DIT 10.0 89.0 5.28
, 1.5 77.8 6.12
p.p-DOT 15.0 83.5 3.21
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x4 REHESA OCPs ByINtREI RINEEE
Tab.4 Recovery rates and precision of OCPs
in muddy sediments (n=5)

bR P ECR R R 2

HIRIER RO ey e RSD/%
0.4 77.8 4.23
«-HCH
2.0 82.5 5.89
1.0 79.1 6.12
B-HCH
5.0 89.0 5.48
0.6 82.3 6.24
y-HCH
3.0 86.9 3.78
0.6 78.0 5.89
S-HCH 3.0 89.4 4.69
e 0.8 82.4 3.12
p,p’-DDE
4.0 90.0 4.56
1.0 85.6 8.71
p,p’-DDD
5.0 92.0 4.56
1.0 79.8 4.68
o,p’-DDT
5.0 85.6 5.12
1.5 82.7 4.78
p,p’-DDT
7.5 89.7 3.21

3.2 BUiFE

HE FARE 1 (GB 17378. 5—2007) SR
HEHT X S i fe, Xk B C A
T, BA LR AR E A, (HERE P R N
B, [FIBSHE AR B BB, S it , 4 SCR [ AH
R, BEAHZE(SPE) 2 —F A& Zim A
R 32 X B RE S AT AL BE R R Y ) S -AE
B L, B AHAE IR B 20, BE A 5 iR B BEAR I
P A E shAk, R et T R A & R T AR R
6], Rl &R KBRS L E .,

TR BRI SRR B 3R 5 LA I S BR
T TR LR, BT EELE TA
R G AR PR R B R B SR L 38 A T N AEAR P2
JoH R AR PR AL B 0, FT AR 50k 2 BRI P A
R, KA 5 R Florisil SPE /M, 7E3L 5
HEPEI, N TRERER. TRV LZ TR
YIRE S, R PR Florisil SPE /)N 538 & 34 i
Florisil SEBL ) & HH A BEA R LR T, R K
BRI SEFHE T, HREAIKTRE, B
BEEAGEYRRE, Mk BE, BEEE, %
MUK BRI e B, B, S BRI N R

ZR ITTAR AL 5 3% F Florisil SPE /N F0 Carbon-
GCB SPE /PSR R HATH AL, LR B, ¥
)5 IR IR , B IERE L AR, ZRIe D o

T X IR YA kR P SR B, SR 50, OF
¥ Ff Florisil SPE /M3:F1 Carbon-GCB SPE /M- 2
BRAEAT B Ak, DA B %o SOAH 6335 2% 1 B9 803 A
1k, B S AR T EBERHED, BIEL R
{7 B, S F2E AR LU, T K KR & L
FERER SRR, HEIAELG, BB R Y
R TURRY) H A HLEAR 2 55 B ORI B 5K

B2k
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Determination of HCH and DDT residues in sediments by solid phase
extraction with gas chromatography

JIANG Lin-lin, YE Mei,LUO Dong-lian
( Fisheries Research Institute of Fujian ,Xiamen 361012, Fujian,China )

Abstract: A steady detection method for HCH and DDT residues in sediments is developed by improving the
front disposal measure and chromatogram condition, which accords with the requirements of laboratory
measurement for batch samples. The sample is extracted by acetone-hexane (1:1) mixture with 2g copper for
removing sulfide. The extraction is purified by Florisil SPE column and Carbon-GCB SPE column and eluted
by acetone-hexane(1:9) mixture. The concentration is analyzed by gas chromatograph equipped with DB-1701
column, quantified by the external standard method. The average recovery of added test in sandy sediments is
between 74.5% and 92.0% , and the RSD% is between 3.09% and 6. 67% . The detection limit is: o-
HCH:1.96 x 10 * mg/kg, B-HCH: 1. 45 x 10 ~° mg/kg,y-HCH:1.90 x 10 * mg/kg,8-HCH:1.98 x 10 *
mg/kg,p,p’-DDD:2.47 x10 ° mg/kg,0,p’-DDT:1.08 x 10 * mg/kg,p,p’-DDE:1.59 x 10 ~* mg/kg,p,p’-
DDT:2.52 x 10 * mg/kg. The method is verified by the added test on muddy sediments, and the recovery
and RSD% meet the detection requriements of pesticides residue in sediments.

Key words: SPE; sediments; organochlorine pesticides; residue; gas chromatography
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