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Method of gas chromatography and gas chromatography-tandem mass spectrometry
for determination of organochlorine pesticides in soil
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TEFENIRGMNENSHEBIENMSHEEIERRKEE

1 SEE

ASAFRE T R SAN/S CBHGo-7N7N78 B-/SAN/NS Y7878 /5 S-/NANAN) L T (RLEE2,4°-
TR 44-TFHF. 24 -FHF. 44-FREFE. 24-FR. 44-FRE « ANEE. FLEEER.
HEE. LR G FEEE. IHEER. &/ (BRR-ESE . REGEFD L A (B a-
BSF B-iF) « IKIRH . FIKIRH) . &R . KR S5 AN ERAZY (LAY A
g W REERAE Y QTR alll prs

ASCAE R T 3 EIR ISP HLESRAR 245k B = 1 e

A A 1k g v R 24 (RS HY R 90.002 mg/kg,  7E B PR 90.005 mg/kg.  CILBESEA)

2 HEMSIRAXH

AN SCA A P 2 SR I S R S | TR BRSO b AN T b () SR o e, 3 E BRI 51 A S A
1% H H0 B I RRASTE F T A S Ay H AR 5 SO, HsofhioAs CELAE Frf e el &M T4
B

GBI/T 6682 /#1546 % FH /K FIURE ARG 77 v

NY/T 52 37K 3 5 2

NY/T 395 /% H - 438 PR35 o7 & Mo W 50 AR AN

NY/T 396 4% FH 7K P15 o7 B 1o 56 AR RN

3 B

R Z IR, SRR S R IR YRR, FRLIE R, REALS B
EHREAE, Zm T (ECD) sk UM M- IR I OO (REINT I E, SRk .

4 A SR

B A A UHAN, SR oA 2855, K AGBIT 668281 € [ — 27K
4.1 R

ZJiE (CH3CN, CAS 5: 75-05-8)

IECE (CeHuy, CAS 5: 110-54-3) , foifafi,

AN (NaCl, CAS 5: 7647-14-5) .

ToKERERE: (MgSO4, CAS 5: 7487-88-9) .

RN — /K &%) (CeHs NagO7 2H,0, CAS 5: 6132-04-3) .
FrER —ANERf5 21K &4 (CeHeNa2O7 4.5H,0, CAS 5: 6132-05-4) .

e s s s
P e N T Y N
o O WN -

4.2 trfEm



GB/T 14550—XXXX

155k 24 Jebnifedit, S ILBESRA, 41 >95%.
4.3 FrEBRECH]

4.3.1 FRERESAEW (1000mg/L) : AEFIFRELZ 10mg CRERAZE 0.1mg) HHLESRAKZ5hrdEs, FIE
CRRIEARIE D I A2 10 mL, BEG-18 °C K LN & RA7, A R0 1 4E.

4.3.2 IRAFREMERIER (50mg/L) = WL —E BIRAFMEM SIER T AERT, HEdkeERs
ZIEE, EE6-20 CRULN MR, BROH 6 4H .

4.3.3 JRAPREE (5mg/L) : T —E EIRASPEMSER T AR, HIECkeRE220E,
WENG-20 °C R LA R 26 O/ AFE, BROH 1A H .

4.4 ¥R

41 PRSI 2em (KD xlem (AR, iR E.
4.2 )\ A R (C18) : FifE 40 pm~60 pm.
4.3 L EN-T AR (PSA) ¢ FifE 40 um~60 pm.
A4 PRFLVERE CAALAD : 13 mmx0.22 pm, A4

A D DM

(6]

=&

SAHERE, BoA RIS .

AR - = DU B BCRAX: BOA &SR (ED S
M RF: JEE 0.1 mg 1 0.01 g

EOHL: HEAMIKT 5000 r/min.

FEIRTRA A5 o

JE#% 75 A

AL

AL U U e o
~ OO R W RN =

o

TSR

6.1 XEEHIF

THERE LI NY/T 395/ Bk KA, £RA T MY ZESLFGRAEHE], BWNE O msis
H, R A IR AR 28 FH A AF B, T-18°C K LA - RAT o FZIENY/T 520 58 #E i & K o KFEFE
HENY/T 396K 4E. ALFRAIN A7,

6.2 REURAFNK

FREXS @ik CFER220.01g) T-50 mLEELEOE H, IMAL0 mL/Kim gl &3525], & E30min. i
AN10 ML NG R UBBE &R T, ISR SR (4 gTo/KBiEREE . 1gSUbaN. 1oiriERR /K&, 05
ofF IR —ANER G K AYD)  IEEET 3 min/54200 r/min 05 min. W6 mL_EiERINEI NS 900
mg JC/KEREREE. 150 mg C1841150 mg PSA () 15 mL ¥R} B0 d, #WiElES) 1 min. 4200 r/min &
O Smin, #EFIRE 4mL EJERT 10mL B8, 40°CKI PR AR EIE T IIAL mLIE e R,
LI (4.4.4) , FTIISE.

6.3 ME
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1 SEBESERN

a) e 10095 A R E A L BAE R, 30 m>0.25 mm(A4E) >0.25 um, BAH
b) iEAEEE: 80 CLRFF2min, AR5 LA15 CiminfE/F FHE 22150 C, FLL2 C/minFHif 22200 C,

{RFES5 min, FLA6°C/minfe 7 FHiR 2240 C, {REKES min;

6. 3.

c) HEFEFIRAE: 200 °C;

d) FEMIEIEAE: 300 °C;

e) HEFEE: 1 uL;

0 R REERE, AL 1001

g WA BA, 4£299.999 %, WE N 1 mL/min; .
h)y  HBEIR: B, 4299.999 %, Jii# A 60 mL/min.

2 SHeE-RESEEN

a) THERE: 5%RIE-95% F LA AU A e BAE M 30 mX0.25 mmX0.25 pm, BUAH
b) A REFEIRE : 60°CIREF 1 min, %85 LA 40°C/min F2/F FHE A 120°C, LA 5°C/min FHEZ 310°C;
¢) HA: AR, AifE=99.999%, iiiE 1.0 mL/min;

& HFEORE: 2807C;

e) HFEEE: 1 uL;

£ HFEIT: AR

g) WFIFIE]: 0.75 min;

h) HFs&EE: 70eV;

D HFIRIEREZ: 280°C;

J) fEIRE: 280°C;

k) WHIAEIR: 3 min;

D Z P BEFPAR 2G5 BlIERE— X R RS T, — X EMEE T BT IR S T

WG, 43I Beoy kil . MR ZGR ORI (] BRI EVEE TR R, SIS B,

6. 3.

3 toEI{ERhZ

IR AR IR R IE O e AR R B FE 90.01 mg/L. 0.05 mg/L. 0.2 mg/L. 1.0 mg/L#12.0 mg/L

I R IUBRE TARIRTL S8 Al 2 FIE . UG il I T AN AR AR, AHS L AR b v ARV BB i
FENMEARRR, 2RI AR 26

IR AR IR 2B AT AT AL TR, SR BT S. BE AR TR AR EILE T, AL mLEig

A YbrHE LA, LR RG] AR S 5 UL CARVE AR, S5 AR E . DIARZ
VU TR A, AR X I (58 o UG FC s A 3B IR B R A, 2R B s UG O b A i 28

6. 3.

6. 3.

4 EMRES

4.1 TMME
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PAH bR 2510 R B BT R) 58 M o Bl UARE A s e 2 €2 15 D P £ B BT ) 5 A IS A o €24 35 DA 1 £ B B
[AH ELAE, AR 22 N AE22.5% 2 Y o

AAH TS -V E I, A ) B U TR OR B B ) S AR HEAE S A — 2 JEE B AR SRR
FEFEI, 1mE R, XE— &Y, FEd RS T EE S R A
FERFRUEA LG, H VR ZE AN R U e (Va0 n] A RE i R AR e B ARR 2 .

=1 EMNBEFFEENRARITRE

EFFEEL >50% >20%%E 50% (&) >10%%E 20% (&) <10%

FCYFARST I 22 0% 425% 430% 450%

RITVEISFIA N AR L (i WM % C.
6.3.4.2 EENE

PASMPRIE E B o SO Gl 0 VPR VA UE B, O (35— T 5 FH 26 o DL O A AR VA VB E B2
6.3.5 RXHERIKAVNE

B 2 B AR HE AR BN BURE IR U N ORE E 5 AS mOM Eaill A R BT A, B i () A
R EE R, AT HARACZG B AR, AT IR A 24 B i A A A G 1 5 B 2k
VEVG R 2 P, R I 2 P i Rl e S P 38 e M v Y 5 AT o

6.4 FITRE
iz LA E AP IRNT [F] — iR AT AT B0 €

6.5 THIAE
BRASIRRLAN, 12 186.1~6.3 00 ML E BT AT 1

7 HERHE

PR AR 255 B DU B ot A= RT3 (mglkg) Ko, %430 (1) Bia 3 ()
5.

_ AXVxVxpy 1000
O = (18 X To00" @)
__ WixVzxp, 1000
O = G (o6 X Togg s (2)
VER
pr—RE TARR PR G B EIREE, AN Z & (mg/L)
pr—— MR HE TAE M 26 rh 15 2] AR P R G B EIREE, AN Z & (mg/L)

A——FF il I P AEIAR 24 Y TR 5

As— R HE AR PRI AR 24 R Ve T AR
Vi—RBUAFTLE AR, A2 TE (mLD

Vo—— 7 B IR BOR I AR, SR A2 (mL)
Va—HE AR BUE AR, A8 ZTH (mL)
m——FriE LA R, AT (@)

Or— 0t - IO (1 B R 5 K B
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THE S RO 20 A R, 8 R T 1 mg/kg it Or B 30743 2K 7

8 1HE

g

FEERVEFRAET, SRAF AP SLINE S5 R A 20 20 A RSP 2B 120%



Mt & A
(B

GB/T 14550—XXXX

15 MBHEXRAPRILEZR. 2T, CAS S, KIEIRFMEER

15 A HLERR A PR, 273 CAS 5. RIRAEER, WRA 1.

RAN S HANELXRATRLER. 2FN. CAS 5. WHRFMEEMR

75 oL JEL AR Do it CASH e H BRmg/kg 5E 2 fRmg/kg
1 SR aldrin Ci2HsCls 309-00-2 0.002 0.005
VAVAVAY alpha-BHC CsHsCls 319-84-6 0.002 0.005
) B-757578 beta-BHC CsHeCls 319-85-7 0.002 0.005
SV AVAVAY delta-BHC CsHsCls 319-86-8 0.002 0.005
VETAVAVAY gamma-BHC CsHsCls 58-89-9 0.002 0.005
- cis-chlordane C10HsCls 5103-71-9 0.002 0.005
’ - trans-chlordane C10HeCls 5103-74-2 0.002 0.005
4 ELbG chlorothalonil CsClsN2 1897-45-6 0.002 0.005
2,4'-3 0,p-DDD C14H10Cla 53-19-0 0.002 0.005
4,4'-3 p,p-DDD C14H10Cla 72-54-8 0.002 0.005
6 2,4 B 0,p-DDE C14HsCls 3424-82-6 0.002 0.005
4.4-F p,p'-DDE C14HsCls 72-55-9 0.002 0.005
2,4'-3 0,p-DDT C14HsCls 789-02-6 0.002 0.005
4,4'-3 4 p,p-DDT C14HsCls 50-29-3 0.002 0.005
6 =R dicofol C14HsCls0 115-32-2 0.002 0.005
7 IR dieldrin C12HsClsO 60-57-1 0.002 0.005
o-Bitt alpha-endosulfan CeHeCle 959-98-8 0.002 0.005
° B-Bi St beta-endosulfan CoHsClsOsS | 33213-65-9 0.002 0.005
9 TR endrin C12HsClsO 72-20-8 0.002 0.005
10 L& heptachlor CioHsCly 76-44-8 0.002 0.005
11 WELRE heptachlor epoxide C10HsCI-0 1024-57-3 0.002 0.005
12 WIS L& | heptachlor-endo-epoxide C10HsCI-0 28044-83-9 0.002 0.005
13 INEK hexachlorobenzene CsCls 118-74-1 0.002 0.005
14 KR mirex CioClr2 2385-85-5 0.002 0.005
15 TLEAHEE | pentachloronitrobenzene C6ClsNO2 82-68-8 0.002 0.005
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15 MANKLXRLGNRERE, 88T, FETABTIRIESH
ISFENIERAR LG MR . B 7. TR T LE TR BESH, WKB. 1.
#&B. 115 MANKXKRANRERE. §EF. FETRETXNRIESY

e -, SR 1%%’& 2] Rl filb 4 e Rl filf 43k e
min m/z eV m/z eV
1 il aldrin 19. 59 262.9-192. 9 35 254.9-220. 0 20
[ AVAVAY alpha-BHC 14.31 218.9-183.0 5 216.9-181.0 5
) [ AVAVAY beta-BHC 15. 36 216.9-181.0 5 181.0-145.0 15
NVAVAYAY delta-BHC 16.51 217.0-181. 1 5 181. 1-145. 1 15
VETAVAVAY gamma-BHC 15. 57 216.9-181.0 5 181.0-145.0 15
2 i =- S cis-chlordane 22.56  |271.9-236.9 15 372.9-265. 9 20
- trans-chlordane 22.00  |372.8-265.8 15 271. 7-236. 9 15
4 A WA chlorothalonil 16.66  [265.9-133.0 45 265. 9-168. 0 30
2,415 5 o,p-DDD 23.73  |235.0-165. 2 20 237. 0-165. 2 20
4,43 p,p-DDD 24.99 234.9-165. 1 20 236. 9-165. 2 20
2,4 B o,p-DDE 22.26  |246.0-176. 2 30 248. 0-176. 2 30
° 4,4-T% G P p,p'-DDE 23.43  |246.1-176. 2 30 315. 8-246. 0 15
2,414 T 0,p-DDT 25.07  |235.0-165. 2 20 237. 0-165. 2 20
4, 4'- T R I p,p-DDT 26. 29 235. 0-165. 2 20 237.0-165. 2 20
6 =R dicofol 18.91/20.01|139. 0-111.0 15 139.0-75.0 15
7 KR dieldrin 23.39  [262.9-193.0 35 277.0-241.0 5
g o-Bitt alpha-endosulfan 22. 44 194. 9-159. 0 5 194. 9-125. 0 20
B-Fii S+ beta-endosulfan 24.53  |206.9-172.0 15 194.9-124.9 25
9 K A endrin 24.18  |262.8-193.0 35 244.8-173.0 30
10 L& heptachlor 18.24  |271.7-236.9 15 273.7-236.9 35
11 HELH heptachlor epoxide 21.11  |354.8-264.9 15 352. 8-262. 9 15
12 heptachlor-endo-
NIFE LR 21.20  |252.9-217.9 20 352. 7-288. 7 10
epoxide
13 INEAR hexachlorobenzene 14. 57 283.8-213.9 30 283.8-248. 8 15
14 KILR mirex 29.53  |271.8-236.8 15 273.8-238. 8 15
15 TLEANZER  Jpentachloronitrobenzene 15.77 295.0-237.0 20 236.9-142.9 30
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Mt & C
(B
15 BN XRGINER RN EIEE

I5F A HLRSRAR 25 il B L EIC. 1
B C.1 15 MBHNKRXKRANBIEE

omy 2 2
4000 %&%
3500 g«—
3000 4 < o
2500 4 1 § T% % -
2000 4 3 = § g o~ °
i = 3 2 . &
1500 = bt § § 2 o
1000 g "o T
500 § ﬂ
15 20 25 30 35 40 45
i
15.92——a-7N/578 30.86——a-fii S}
16.64——B-75/578 31.17—a-5J%
16.89— R HK 32.89— Ak K
17.62—— Y -7N/NA 33.15—4. 4" 7
17.93——8-7N7575 33.47—2 4"
18.27——H &M ILIE 34.41—— AR IRH
18.84——H #IE 34.68——P-fi
23.06——b& 36.56——4,4'- 1 i
25.58— 3 IGH 37 40—2,4'- ¥ g i
28.16—H A LA 40.06——4 4" T I
2837— A M E LR 23.47/43.30—— = SN IR
29.83—B-S St 45.62——RIR

30.56—2.4"- T
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RGN T
[E C.2 15 MBIMEXRRAML RN (MRM) FREEIEE
g x10° 19.589 £ X198 14.307 g x192 15385 2 x105 16.513
S8 16 3 O 225 3 2
1a 3 2 1.8
12 25 1.75 16
15 1.4
! 2 1.25 1.2
0.8 15 1 !
0.6 s 0.75 0.8
0.4 05 0.6
0.2 0-5 0.25 0.4
o 0.2
‘ ‘ ‘ 025 ‘ ‘ ‘ °
196 19.7 14.2 14.3 14.4 15.3 15.4 0.2
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min) 16.6
Acqulslllon Time (min)
U S Y RN Y IR S YN
1. SCIGH] 2.a 7NN N B AVAWA 2.8-75758
aldrin alpha-BHC beta-BHC delta-BHC
% x1§: 15.574 % X104 22550 2 <05 22,003 g xl;); 16.656
o N =3 3 o -
2.25 © 42 8 18 3
2 1.6
1.75 1 1.4 25
5 08 1.2 2
1.25 !
1 06 08 15
0.75 0.4 0.6 !
05 : 0.4 05
0.25 0.2 0.2
o
-0.25 s - e 165 166 187 188
15 6 15 7 T T T A isiti Ti ( )
Acquisition Time (min) 2 A{iilsltlon TI2F|3$7(I’"IH) Acauisition Time (min e
IR S /= 5] = RETRE
PRTVAVAVA 3RS 3. % &St 4. FRIH
gamma-BHC cis -chlordane trans-chlordane chlorothalonil
2 x106 23.734 g x104 24.990 £ x10¢ 22259 £ x106 23.433
S s IS 5 3 14 3
o 16 4.5 1
" 1.2 0.9
1.4 a5 B 0.8
1.2 3 0.7
| o 08 06
0.8 2 0.6 0.5
0.6 15 0.4
o4 ' o o
0-2 oe 0.1
o 0
I 23 ‘ ‘ ol
. 2 223 22.4 2
= 7A<:Qu|smor12‘:r‘|rie (min) Acauisition Time (min) Acquisition Time (min) - ‘Lcawsmonz'l'swmse (min)
RSN NESSNERN NN -
5. 2,4 T 5. 4,4'-T G T 5. 2,47 5. 4.4
' ' '
o,p'-DDD p,p-DDD o,p'-DDE p,p'-DDE
£ x104] 25.068
< 2 x105 26.285 £ x103 20,007 2 x105 23.398
8 34 é 52 é 8)) 0.9
25 2 6 08
4.5 5 0.7
2] 4 06
35 4 05
1.5 2; 3 0.4
14 2 2 0.3
15 1 0.2
0.5 0; N 0.1
0 OJ T T T T T °
0.5 . 185 19 195 20 205
26.2 263 isit 23.4 235
2% 231 282 Acquisttion Time (min) Acquisition Time (min) Acquisition Time (min)

Acquisition Time (min)
5. 2,4 T
o,p'-DDT

5. 4,4
p.p'-DDT

6. — F AR
dicofol

73K K
dieldrin
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£ x10°5 24179
£ x10:‘; 22.435 2 x104 24.532 ERRR! s
3 5 IS} £ x10 18.244
© 227.2 ° 3s g é 8 12
2 22 3 0:7 1
0.6
178 zs B "
1.25 0.4 06
1 15 0.3
0.75 1 0.2 0.4
0.5 0.1
0.25 05 o 0.2
0 -0.1
-0.25 T T T ? 241 242 243 o
22.3 22.4 225 ‘ 244 245 246 Acquisition Time (min) T T T T
Acquisition Time (min) Acquisition Time (min) 18.1 18.2 Ac;leissmon Tim;(sr;
iy vy =1 = o
8.a-fi 8.p-fi 9.7 4K EH 10.B4
alpha-endosulfan beta-endosulfan endrin heptachlor
£ x104 21.112 g x10° 29530
§ 2.5 g x10 5 14.573 3 272
2.25 % x104 21.198 3 5 e
> 3 45 225
1.75 09 4 2
15 08 35 175
3 15
! 215 g; 2.5 ‘2?
0.75 0.5 2 0.75
05 04 15 i
0.25 03 1 0.25
0.5
-0.23 gf o ‘ T T T T
2‘1 21‘.1 21‘.2 ' o Q_SJ . . . 294 295 N 29[5 . 29.7
Acquisition Time (min) T T T T T 145 14.6 14.7 cquisition Time (min)
211 21.15 212 21.25 213 Acquisition Time (min)
Acquisition Time (min)
o o o o N = e N
LA AR 12. AR IRIPAY TS 14, KR
heptachlor epoxide heptachlor-endo-epoxide hexachlorobenzene mirex

15.769

T T T
15.7 15.8
Acquisition Time (min)

15, FL G
pentachloronitrobenze

10



