H8E Boly
2016 4£ 12 A

B 5

Environmental Momtonng and Forewarning

Vol.8,No. 6
December 2016

SPE — GC - MS EME# T 7k H 26 BN R KL

wME R R,EE R e, 58" T e
(1. LA BT ITEHER L&A Fd 250014;2. FARAYEARELERE, YA MRS, LR
102249)

B CRAEAMEIU(SPE) # A, 454 S M G35/ % (GC - MS) ¥& 8 5 F & 1 (SIM) XF 7K Bt o 26 Fl 45 WL & 4 2
(OCPs) AT HRE e fb IR 45 A0 AL FE, 16 7 [ AR 25 BUNE SR e ZE B g fb 25 1F AL T GC - MS 1 TAES 3, 7 T He
Tk b 26 R HLEAR 250 SPE - GC - MS 53705 o S X AR ARG 4L4) A 8 A% [ Wi 56 g 76.836% ~ 112.512% , AH X 47
HEfR 250 4.905% ~15.524% Ky Ry 0.014 ~0.089 we/L, %07 VLB A 5, 4 FE 28 HAG, 20 it B e, B e 1) R A
JE A Il i 3R

SRR [ AHZET; 35/ B T 5
“F‘ﬁ?é%:X832;0657.7”;0657.63

B TR A LA AR

NXHEkFRER B XERHE:1674 -6732(2016)06 — 0032 - 05

A Study of 26 Organochlorine Pesticides in Groundwater by SPE - GC - MS
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hua'
(1. Shandong Geological Engineering Investigation Institute, Jinan, Shandong 250014, China; 2. State Key La-
boratory of Heavy Oil Processing, China University of Petroleum , Beijing 102249, China)

Abstract: A method for the analysis 26 organochlorine pesticides (OPCs) in groundwater was established using solid phase extrac-
tion (SPE) and gas chromatography-mass spectrometry (GC — MS). These OPCs was extracted, purified and pre-concentrated, and
the column packing materials, extraction and purification conditions were optimized. The working parameters of GC — MS were inves-
tigated. The experimental results showed that the spiked recoveries were between 76.836% and 112.512% with the relative stand-
ard deviations of 4.905% ~15.524% , while the detection limits were in the range of 0. 014 ~0.089 pg/L. The established method
is simple, rapid, sensitive and reliable.
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] ), B Agilent 7650A F B JE A % ; RE
-52AA BEHE R BAL (LW AR A AR )
MP220 pH i} ( Mettler 2\ 7 , Fij+) ; BK - 360B #8 =
WU vh A (2 5088 75 A A BR A A ) 524 JH & AH 25
B2 B (Supelco 2 ), £ [E ) ; Cleanert S C18 [E AH
AU (500 mg/6 mL, [ AR KRB A A
Mile — Q #8 4l 7K & 4t ( Millipore /A #], E H ) , tur-
bovap Il 4 [ 3l ¥ 4 1 Z& W AL ( Biotage 2\ ], Fi
Hi) ;P124 — 1CN 434 KV (K5 1] 0. 000 1 g, Sar-
torius A A, fE [ ) ,

26 FiA HLETE G AR HEVS W (1 000 mg/T., R HE
Jie B SEE . a - BHC 8 - BHC .6 — BHC .y
-BHC, LA . HWH LKA FALH o« - &
Py - &9 SRR R LS p.p” = DDE (p,p’
-DDD p,p’ - DDT 0,p" - DDT G+ I &S+ 1,
BRI 5 2 LR AR L 5 20k U 7 s T 58 46 i L = SR 3
i) , bR ¥ (500 mg/L, i& - D10 JE - D10 J&i -
DI12) , ¥ H Accu Standard 23 &), F A3 51 2 24
Al K s Aok .

1.2 BBt

S AL S DB —35ms B4 4144 (30 m x
0.25 mm x0.25 pm) ;2 X, He (99.999% ), fd i #
3, P 1,000 mL/min ; #FFF F1ELEE 300 °C 5 F2 J7 F
LRI IR IR 50 °C 445 1 min, 225 C/min T} 5|
200 °C, FELA 5 °C/min F45] 320 C , £ 45 10 min; A
Sy HERE  HEFE R 1,000 pl,

FEik A R, KT F R R 70 eV,
R B (SIM) R SE IR 6 min, 42 1R
JE 280 °C , B TV I B 230 °C, PUAR AT IR B 150 °C
1.3 H&RegRE

1.0 L HRFE I /KRR VG 3 38 , e il 7K A, i A
40 mg WAREREM 4 C A A7, ol Il 52 9w =5 )5, B
0.45 pm BEILF ey S g 98 4 CHEfF AR . [
i R T B: B PR SR (Rl S PO E =
1.4 BEmER

56, SPE H43 A 5 mL G P e 5 mL 22
ZHiE 5 mL B EEFRT 10 mL 4K 9E 15361k B 1 Lok
FE P KAE pH E R 2, A 5 mL HEER 10 pL i
VR B 20 mg/L 1 AR, TR 21 )5 L2912 mL/min
(2R 4 38 o 05 Ak )5 B SPE A, B T OCPs #Y
SPE #: FH&S.(99.999% ) 1) 120 mL/min [ & T
## 10 min, TS SPE #:H 5 mL 2R ZBRR
2 min, PR £ 198 2 BUR 28 TG 7K Bt 2 40 A T 4 )

AT s 2R SPE AEAR UM 5 mL — & g S mL
LR - “A M BRAHEN(V/V=1:1) %,
P2 TOK IR TG 5 THREN R
P 2 OB 5 9,45 CRARER 1.0 mL,ITA Z
M2 WREZRE 1.0 mL, 77,
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SIM #52% F XF OPCs #4343 41514, R LT LA
) 54 R 0 R A T EL T DR AR S b
W B TR TAE . 26 i BLALK 25 5% RS 40 £ 4
AR B T RAP AL 1,

Rl ANERANSERFLEST

A WS LA AR attnT
1 7 120 93,120,176
w2 j¥ - D10 162 80,162,164
3 B 160 146, 160,188
A 4 ANEH 284 142,249,284
5 a - BHC 219 109,181,219
6 y - BHC 219 109,219,254
L 4 - D10 188 80,94,188
g 8 B - BHC 219 109,181,219
9 LA 100 100,262,337
10 5 - BHC 219 109,181,219
gf 11 HEB 266 109,229,266
2:J1 12 A 263 66,263,293
13 HELA 353 81,263,353
14 e 373 237,232,373
g 15 « -4} 373 237,272,373
16 it 241 195,241,339
a4 7 p,p' -~ DDE 318 176,246 ,318
18 A 79 79,108,263
19 RV 409 237,272,409
w20 Sk 263 67,81,263
w21 p,p' - DDT 235 165,176,235
a4 o Rl 195 195,207 ,241
23 p.p’ -~ DDD 235 165,199,235
R o,p' - DDT 235 165,235,246
N 25 Sk 67 67,250,345
4 26 Ji, - D12 240 120,236,240
w27 GiSHEEER 272 272,387,422
+ 28 I, 45 T 183 127,163,183
4 99 R GG TS 183 127,163,183

2.2 &y BLER
fE GC - MS H, FAR Y BB T It 81 B 0% At 45
P RE ] 4 8, 1 5 o A I TR AR . &
WFSE 0 E 1 9 B4 KE DB - 35ms 43 B RUR AT,
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2.3.1 SPE W& F M iE

X%} Cleanert S C18 - SPE (500 mg/6 mL) .,
Cleanert Alumina — N = SPE (200 mg/3 mL) , Clean-
ert ACA — SPE (1000 mg/6 mL) FiI Cleanert Na,SO,
- SPE(5 g/12 mL) JLFFAS[R]ZE B SPE #: % OCPs
i [e] W 3R F 47 He B8, & B0 Cleanert S C18 — SPE
(500 mg/6 mL) F: X OCPs # 1] e R f5 7 , 4 ff o2
oA 56 1y ¥ Ak 7/ #: . Cleanert S C18 — SPE (500
mg/6 mL) YIRS C18 g B i & 7E ik e 3R |,
Zeak W RETE AL IS, C18 b BE A it i 3% i) 52 %5 S Ik,
X5 A LA AR 0 W B R o R R K RE B
T 3 [ AR BEORE 0 25 3 il C18 ke B IR, F HLEE &
P S I NGy g (AR ) - B ol X 1
TEAKFE Hoin A — 7€ &5 1 Y EEAE S A HLECPE ), AR
AT DA R DR TR SEOREAY 1 AR PERE , T HLRE 6 U0 5
PEOK 73 7E C18 /NAE R THT B W KT BE 7, DT 42 &
KR F OPCs By [l g 101
2.3.2 AHBEE

pH 1] LASCAE H AR 45/ W% B 70 1) 25 51k Bl ot
TACRRIE T H AR Y B 1 A TR R v, W R
S o B OKEE pH (AR 2,4,7,10,
PR BE TR B X SPE BE Bt 6 A OCPs - 1 [a] iy
REZ W A5R WK 20 T o - SPHE R A
S0 i 0L, pH fH =10 B, KR %58 « - ESH1 [F
W, LLHA S Bl 5T F- 2 el il = AR S 25 R . il

B2 Bl 50, HARMES® 0y [ i R BE % pH ) 38 K
W/ BRPE ST B DR B i s T el A v A
4o DR, A A P A AR BR R YT KRR pH (E R 2.
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2.3.3 LHAEREIRE

WE FAE ARS8 0.5,1.0,1.5 fl 2.0 L,
BT LA ARBU BRI . BFR R, b
FERF 1.0 F0 1.5 L B BR800 H 22 0 A K,
FRERRUE AL 1.5 L [l CRBEARAR K. B,
E FFRF 1.0 L,

BB FREREE S 3 H 6,9,12,15,18 F121 mL/min,
ZEEANA) AR PR R e . RS RBE, AR
ey 4 A = B e /A S Qe S = e T = 1A VB
12 mL/ minfif [EDJSCARBE A A, EAE I 3HE > 12 mL/ min
I R, PRI, B BRI 12 mL/min
2.3.4 SPE 4 #y T )% B 7

VEBLET X SPE A 58 43 T4 v] LABEAR R K 43 A7
TEXT HARE G W) BEUE I 2. BRI & B0
S35 i d A T8 SPE A S min AR Y AR
R A SR A%, 73 BT W oK BE 56 4 1 [ e AR O B T8
15 min B, #F FH M TS HELE; T4 10 min
B BEAEE T AR AR LRV R, SOORFE T [ E A
T B AR S SPE AR Y T4 (8] 24 10 min,
2.3.5 BT

ENGIEER IR PONER 77/ B = S S NG N0kv A DA
B A (7 B 1 1) A LA 30 Bk A7 L 5 oo e
AN R A R R AR BRI 2, O vk — K
WH 5 mL R g 5 mL 5 F % 5 mL LR &
B/ e (V/V=1:1) 200k 1 W i 2o K
K S mL IEC %8 .5 mL Z 5 H e .5 mL IEC e/ —
AWML (V/V=1:1) %W 1 G IT k=M 5 mL
IECHE(T 3% HIR)/CREBE(V/V=9:1) ik 3
K RVESS R ILE 3,
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2.4 kKR
2.4.1  ARVE M & R AN R

MR VR4 H As 1k & 9 it & W B2
0.025,0.050,0. 100,0. 200,0. 400 FI 0. 800 mg/L
PR EVS AR A, ok N AR 8 1 ik 3047 2 e, 25 0
YE T VR PR A B VR BE 2 R 0200 mg/ L, $%

1.2 5B A7 20 Mo DASS AL TRV B 5 AR 9
O VRS 1 BB R B A B L X L ) 45 2 43 R AIE S
1 M i, 0 TG AR5 P AR 2 e iy 0 T RRUES) BE A R
Astr 2z il Br v il 2k, 45 R s 26 il OCPs 7E JiT i
W SE 0.025 ~0.800 mg/L i [l N 2Pk B 4F, AH G &
B4 >0.996 (1LFE 2) .

DL 3 4% SIN(fFWEHL) % 8248 b , M A5 A< 24 o
ST AR I R , 25 R LK 3, H1# 3 AT 0L, 26 F
OCPs 14 R 7 0.014 ~0.089 pg/L,

242 FEAEE BEERERE

B4 443 o s R B LAY OPCs TR B A v VA L
43T 0,1,2,4,8 h 5 HEFE—IK D E OPCs 4541 4
BT A, 2% 21 43 06 AL RSD (n =5) H2.382% ~
17.586% ,FWIRE AL AE 8 h RGBT A e M

s (K RE 18 My, i A — € & 1) OPCs IR A
P HE VS, 3 ) TC ) BB ¥R B2 2 0,100, 1..000 FI
5.000 pg/T R KFE S 6 1y, 25 H M & 6 IR,
G WFR 2, K2 FTIL,26 Fl OPCs Y br [m] i
ZHy 76. 836% ~ 112. 512% , F XF br 1 IR 22 K
4.905% ~15.524% , i W1 3% Jy i H A BT 14 a0
FRFKG % B, B A% W 2 A DA 225K

R2 60FMRAPEASHRER B EAXRE.FTERNR . E U R R BNIRERE

RERE RSD/% b 51 W% /% KRR/ (pg - L71)
S (A Jmin Zag  0-100 1.000 5.000 0.100 1.000 5.000  chr GeoMS XH[17]
wg/L ng/L ng/L wng/L wng/L ng/L
1 R 7.851  0.999  5.218 6.573 7.942  95.241  92.880  93.523 0.035 0.110
2 5 9.144  0.999  6.793 7.557  12.413  86.319  87.531  90.231 0.026 0.160
3 AR 9.473  0.997  6.386 9.620 8.914  94.127  96.462  91.74 0.034 0.130
4 a - BHC 9.615  0.998  5.890 8.738  11.352  90.482  87.200  89.311 0.037 0.200
5 y-BHC  10.218 0.998  6.802 7.913 9.421 81.553  86.629  89.755 0.045 0.150
6 B-BHC  10.613 0.997  9.732 12,640  11.237  76.836  76.422  83.221 0.068 0.310
7 5 10.875  0.999  8.564 9.351 9.516  89.479  97.243  93.636 0.039 0.150
8 §-BHC  11.170  0.997  5.733 6.990 8.792  97.361  94.136  94.519 0.047 0.210
9 R 11.213 0 0.999  8.671 9.688  13.927  88.798  93.874  96.322 0.033 0.120L
10 IR 11.762  0.997  9.518 9.129 8.684  91.212  89.711  92.677 0.056 0.110
11 B 12.421 0.999  7.591 8.450  11.704  88.726  95.292  97.483 0.018 0.058
12 y-4F  13.059 0.999  6.898 5.469  15.524  89.432  96.761  91.564 0.024 0.110
13 a-%JF 13.379 0.999  4.905 6.580 9.122  90.851  97.349  92.751 0.022 0.120
14 Bt 1 13.724  0.999  7.403 9.572  10.203  92.870  96.143  90.332 0.032 0.300
15  p,p'-DDE 14.001 0.997  6.462 5.940 7.304  97.223  108.724  96.546 0.014 0.075
16 K 14.391  0.998  7.683 6.821 9.642  92.745  90.433  91.618 0.035 0.053
17 RAGE 14791 0.999  9.034  13.524 9.831 82.467  88.217  88.029 0.043 0.220
18 FAKEH 15.091  0.997  6.305 8.443 8.794  96.214  92.371  89.820 0.057 0.290
19 p,p’-DDT 15.343  0.999  5.813 9.251 8.715  80.552  83.950  85.119 0.052 0.083
20 B Il 15.524  0.999  7.762  11.318 9.797  78.921  84.022  86.222 0.089 0.440
21 p,p'-DDD 15.621 0.999  9.241 8.924 9.684  82.135  86.434  88.613 0.018 0.071
22 o,p'-DDT 16.445 0.999  8.937 6.134  13.581  102.324  112.512  105.604 0.015 0.077
23 RKEHIEE 17.978  0.998  9.612 8.706  10.202  84.913  91.446  92.677 0.027 0.190
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H 8B 6 MG #ESE . SPE — GC — MS 300 2 1 T /K Hh 26 FpA HLE A 24 2016 4¢ 12 H
gk
RSD/% bR ] i 2%/ % KR/ (pg - L°1)

& = I %E@ﬂﬂll‘ﬂ *E?&
G k&Y Jmi X 0.100 1.000 5.000 0.100 1.000 5.000 .

min A% SPE - GC - MS  3CHk[17]

peg/L pg/L pg/L pg/L pg/L pg/L
24 EiFHEIERER  21.373  0.999 6.326 8.423 9.214 89.752 96.514 93.225 0.064 0.130
25 4%/ 23.173  0.999 7.329 5.923 7.403 91.254 90. 124 84.328 0.031 0.034
26 RA%Ns  23.574  0.999 6.253 7.236 11.462 86.471 88.539 82.156 0.026 0.067
2.5 ZFRAEZREN [3] ®/NE. R aEHLRE R BRSPTEMRID]. ME:
Bk, 2008,3.

BT R T RE LA i e ol A B 3 19 T K A
Mo AKOKBEHEAT OCPs Al 73 #7 , 45 SR ILAG ) 6 Fif
Hbsyy, a5 R L3 3, b FE il 4#42 I 2] 119 OPCs

"%,

3 EIhEEKENER ng/L
=¥ 1# 2# 3# 4# S5# 6# T#  8#
a-BHC — — — 0.071 — — - —
B - BHC — 0.079 — — — 0.069 — —
y-BHC — — 0.065 0.106 — — - —
it 1 — — — — 0.125 — - -

LR — — — 0.066 — — R —
p,p' -DDE — — — 0.128 — — - —
3 HiE

] Cleanert S C18 - SPE (500 mg/6 mlL)
FAAE BN T A 800 5 4 K BE T ) OPCs, [l i
HOR B AT, 4 415y 1 F- 3 [l i %k 76. 836% ~
112.512% , #H X} bR e 22 0 4. 905% ~ 15.524%
J DB =35ms(30 m x 0. 25 mm x 0. 25 pm) £ 44
FEX) OPCs 2% 2H 43 1 73 B SOR 4F, iy 57 1) SPE
- GC — MS 23 B J5 32w — W [ B 300 e 7K R v 5% F
(26 Fp A HLE AR 2, BB 6% 50 4 W R AT I (A 0
YK A bR E) (GB/T 5750—2006 ) 3% i {1k 7K
IKJFEARUEY (CI/T 206—2005 ) F { Hiy 3 7K B 55 i 4
FrifE) (GB3838—2002 ) fi4 #H S A I 223K , W LA Hhy
T 7K R AR T AR K R AR B R I 4 At A R ik — 25 K
oG 0 B AR 1 AF 5 A R — o A R o

(&% k]

(1] s, skmn B, KGR, . S BE AR - H 6 -
T 5 ELAR DN SE K v 20 A ALK 25 [T ]. TLaR Al B2

2013, 41(7) : 284 - 286.

[2] ARWX%, W|Ek, FSCK, % EAHZEER - GC/MS 72%‘29”%/](
FE 20 A HLEARZG[T]. i B R 548, 2011,
(4): 229 -234.

[4]

[5]

(6]

[7]

(8]

(9]

[10]

[11]

[12]

[13]

[14]

[15]

ERR, mmife, SR, & AR - SR - T
RMEARA T 17 A ML R d A MRk 2R R (0], vk
[E AR, 2013, 11(2): 165 - 168.

TS . KR UURR Y h 2 3655 e Rl LA 25 20 T 7 ik B
[D]. dtmtfb T K%, 2010, 3 -4.

B, W fkdE, 2Rt Mg - 50005 % 0 e R
A 17 M LA T 8 R WIRIR )], R,
2012, 14(2) . 185 -190.

R [EHTAE IR - SR A/ 5 T 0k I s K g HL R 2
[D]. J"PEK2%, 2012, 3 -28.

W, W, % R AR R A2 EBES
MG - e r 1] S, 2012, 32
(2):22-217.
I, R
A i A R - SR R -
2015, 28(3): 56 - 61.

aR5E,

7 4 ok

- k34 Wﬁm%%{%ﬂﬂﬂ:/\{h%%?ﬂﬂ%
Bk Mk (1], 5 PR HR,

EMAL, BN, ), 4F. SPE - GC/MS iR E K P
AR ARLHBIFRLI]. FOREOAR, 2013, 7(4) : 52 -57.
WRIHT, XK JE, sKEh, . @ - Bk ok fos %ﬁiﬂ
TRH 94 Bl Z AR ] a K, 2009, 28(2) 1

- 156.

TR, WD, 3O, S AR - SO G35 - Uk
L E A IR K A 18 A 255 B [0, P I AR 5

ki, 2016, 26(3) : 316 -319.
WRsC. GC - MS il A7 JL AT MLAECR 253 B I BT 52 [ D). K

H KRR KA, 2011, 23 -24.

Ak, frm ok, XIWESE, . BB AHEEIR - GC/MS ) 5E K
hZ I RAEPLEARZ[J]. WEER 2 540K, 2014, 37
(5): 102 - 106.

Sbk, ek, SROoREE, . R A AR - AOM G5 kI e

M 2B ILE AR R E [T]. mM kT, 2011, 38
(2):21 - 24.

WEE, ME, £T, & BEHZER - <G - Bk ik
5 7K P 23 Bl 22 EUBCR AN 10 Bl HLAARZGFR BB ()], Wit
el Bl , 2011, 50(8) ; 1693 - 1696.

e A A TR SRR R R S A R R, T I K R

VEAL R P B3 4. 2R 3% Ak T K bk vE ARG 56 T 3 A WL 4 A
GB/T 5750.8—2006 [S]. dtxt: & EFR#EH AL, 2006.



