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Soil and sediment—Determination of toxaphene

— Gas chromatographytriple quadrupole mass spectrometry
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TIRFRIRY) EERFONESHEEIE-ZENRFRIEE

EE: IRPEANBISTMMERRIIABESYR, BRECHI AR & A
RAEAIEET; RIERT IR MBRTIFER R, & N MFIRIE Sl B AR AN 14 o

1 EHAE

B

AARHERLE 1€ TIRFITTR I 3 MR Rk
VUARAT B i

25 (EWME R A KIS E-= &
AFRAEE T LAY 3 Fpg R tERE R S5F P26, P50, P62 1 5E o

MEFERE N 100 g, EAAEBUN 20 uL B, AFRENE ) =R # 2 P26, P50
A1 P62 7724 HBR 424 0.003 ug/kg, M2 R4 0.012 pg/kg.

2 AetsImAxH

AFRAESI T R BISC A BE P R 2R Mo ANE HI 51 I SCA . HoA RO TG A
PRt

GB 17378.3 g W i HiyE

93 ERGr: FEMCREE. WAF 5igk
GB17378.5 fgyfIiIlAYE 58 5 ¥4y VIR AT
HIT 91 M /KRS /K W 4 AR AR v
HIT 166 I8 I M BARFTE
HI494 7K RFEHARIER:
HI495 KL SRR RO E
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IECHE (CeHig): RFRZ
THEFRE (CHCl: IR
P (C3HO): R
IE KRB SR 1+1.
MIECKE (4.0 FIARE (4.3) $#% 1 1 EBIEIRS
4.5 HZE (CiHg): IR
4.6 HIR-IECHERATEA: 35+65,
2 (4.5) MIECHE (4.1) #4235 : 65 AELIES .
4.7 THE: r (HCD =119 g/ml, L4k,
4.8 ifg: r (H,SO,) =1.84g/ml, g4t
4.9 THi (CoHy): AHRZE,
4.10 T/KBREREN (NapSO4): g4l
1E 450°C 118 6 h, WHI G R TIRE, FRA RGN DB, (RAE T T
4.11 FHBREW: 1+5.
F#RER (4.7) FAiKIARFALL 1 5 R
4.12 FRIF &M (25 P26, P50 A1 P62): r=2.00 pg/ml.
TR IR, RN TR, 4°CLL A REBGIRAT, Bl 2 BUARUE I O F5AH G
VELRAE
4.13 FASHEMW: r=0.10 pg/L.
FFkE (4.9) MBFHERAFT R (4.12), 4CLUTFABEOCEEE, AR 6 .
J14 SREUEAL R NARIE A : r=50 pg/L.
A IEFRHER, 45 °C-P26. °C-P50. *C-P62.
(15 FRHURIAL 2= AR r=100 ng/ml.
FFZE (45) 8iEhe (4.9) ML= AR &R (4.14),
.16 HEFERI BRI r=50 pg/ml.
WA IEAREAT, B8 PC-RA&S, BHATEL.
17 BEFENFRE SR : =200 ng/ml.
R (45) BTt (4.9) FREEEAE AR &R (4.16).
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N ESN ESN

IS

4.18 5 = T MR UE bR VAW . mnvah i, 4l A 98%.
T EG AR AE A -
4.19 Hiky: 4l =>99.5%.

i AT SRRV (410 HZE (4.5) 43 Bk, N T g {RA7 .
.20 JEABAERZ: 75 um~150 pm (200 H~100 H).
W Z & ke (4.2 Wik, ST eiliE ke, MRFEZR KB, &

IS



FE/NT 10 mm, 7E 130°CHIZAM: Tt 18 h, BIETRABHA IR R, FNFE AR
T PR AT
4.21 FRERFEG: 22% (wiw).

HUEALRER: (4.20) 789, M 22 g FilR (4.8) FE/HtHEIFAE 2 ok AR . il 4558
G BENARFI R 2B, (RAFEE TN .
4.22 WRERFES: 44% (wiw).

BUEALJERERE (4.20) 569, HIA 44 g iR (4.8) 7 P HEIAE 2 B ARR . il
TERUEE N P %, RAETET RN
4.23 FHkP: KifE 297 pm~840 um (50 H~20 H).

fE 450 CHIbe 4 h, BT TESHANEZEE, B EEOEBY, T RS RE.
4.24 FHHERG

7E 400°CH5ke 4 h, BT RIS hA MR R, B2 EOIEHY, TR RT,
4.25 TE@E+: 590 pum~84 Oum (30 H~20 H).

7 450°C~600CHIKE 4 h, BT THESMPAINER, HBEEEDIINT, T1T5EE
HRAF
4.26 F: 4liE =>99.999%.
4.27 RIKIEHER

5 {XEFFEE

5.1 AR - = EPUHAT R (GC-MSIMS): B AN HERE 1, ] ff F A _E 3 RE
B THE AR RE T 2 AT7E 50°C ~350°C I [X 18] A il A THIE AR AL A BT
AT, B&ZERMENT)E.

5.2 BUE G MM AEBAER. 30m (K) X0.25mm (H4E) X0.25 um (i
JE), [E 8 AR 5% HE-05% FIHE St e, Bt F L& A A ORI TR 2R (i A

5.3 R E 2 QLIS B A 7 A I S REAE 2 1R B

5.4 WRAFKEHE . R ARG . BRI R Uit H eIk g E

5.5 HARHRTIRMN: THETEIE 13Pa bl k.

5.6 BIHENTHE (A1 10 mm~12 mm).

5.7 —Rshe = T AR N4

6 Hdm

6.1 HEEREMRE
AR AL L IR HY/T 166 HOAH SR E REEMERAT, #% 08 HI/T 91, HJ 494 F1 HJA95 [1AH%



TR DIRIFE T, 1408 GB 17378.3 HUANSSELR RAEWGVETURIIRE S o B AL IRAFAE
FORTEGRE I DR B Bl SR DY 98 M et MR 1 B b, I8 H I R b B e
S ) S0 5 00T . I ANBES T, RAE 4°C LA, (RAERTIA Y 14 d, #E S IRBUE R
T 4CUL R, RIS IR 30 d.

6.2 #mAlHlE

BrEAERh Ry Y. A1), KRR EAIRS . WRERK SER S, R
HARERTIR (5.5) T4 FREMHZ) 109 CFE#EZE 0.019) HIFEM.

IR S T OE TR SR S F TR A A sV A BOE SR,
NI R EEE T (4.25) 1R, RAARUB A . A2 IR, A& &K RER S (4.10),
WHEE RRVIR, B R RIIENER, AR

VURIRE S — 0 F T8 B K% S — O THRHL, 3R VES IR e i
6.3 KSFHINE

T2 18 HI 613 Mg LIEFE ST & &, 4% GB 17378.5 MIE JTRWIAE it B 7K 2
6.4 RHEFRIHIE
6.4.1 $2H
6.4.1.1 RKEBUE

KRB R (6.2) IAREUE RN ZR IR IR, N 10.0 pl 3R ER IR 2%
WARTER (4.15). FUERE TR IR EIRE T, ERKEFDRS I 250 ml IE k-
NERVE AV (4.4), $EHC16 h DL b, [BIEEEHITE 4~6 /h. 1REGEEE, BUH BRE
FM, CKHRBORIRAEZE L ml~2ml, F:i54k.
6.4.1.2 MEAFIZERCE

KRB RE (6.2) IIFRELR BN NI VA AR B A HGh A, N 10.0 pl F4RELF]
AR WIRIETR (4.15). WEREEZAE, B/ 1500 psi, #RJE 150°C, $REUAFIANIE S ke-Pa R
AV (4.4), 100%787H 2 BB, FFRSEEHUN A 7 min, JEA =0k, WCERBUK. K
PRBURORAEE L ml~2 ml, Fridfh. Bz HI783 AT ACHU R 1 15 B AIRAL -

SE: 2 BE th T fs I FC A% R T
6.4.2 ik
6.4.2.1 WHIEKL

PF ol 7 B S AT AR A

TEWRYE G PR BGH (6.4.1) H¥sin 50 ml (IIE ke (4.1), FIOA 159 4% (4.19), 7
SR, IR, BCRIERRAEE 1 ml~2ml.
6.4.2.2 BRMRERSHERL

FE TG T8 2 HTAE (5.6 JEE B I — L5 47 T (4.24), iR _EAR RN 1 g iALiER (4.20),
12.5 g 44%Bi R IEEE (4.22). 10.0 g 22%ftRIEEI: (4.21). 2.5 g iEfLRERR (4.20). 5.09 &



IKBRERAN (4.10). JEHAE L ZREH 50 ml IECkE (4.1) Wik, AREHRI7E TC KB IREN
E.

R UL IS IR AR 6.4.2.1 2 0AES, Al Iml~2 ml (IECKE (4.0) piiddi
T ZE e RE, AT 2~3 k. I 100 ml IE ke (4.1 BA3ml/min (BEFD 13D MEEDE
M, WO BRI, BB AR ZE 1 ml~2 ml.
6.4.2.3 JEEERSHE AL

TERIE R HTAE (5.6 JEE BRI — L85 S (4.24), R 1M _EAR YRR N 9.0 g iE AL AR (4.20).
5.0 g To/KBERE (4.10). HAFZZERAAH 50 ml IEC ke (4.1 #dk, REFRIEETLK
BRIRZ .

R RVEREIR AR LS IR A 6.4.2.2 33 0kEd, F Iml~2ml (IEC)kE (4.0 o
PREUR I AR RE, RE T 2 K~3 K. F 45 ml IECHE (4.1) LA 3mi/imin (B:FP 1 3)
IR B, BRI ST 25, B2 2 &R K HAR A MLEUR 25 (T4 FEH 50 ml FI2R/IE Cbe
TREHR (4.6), LL3mlimin CREFP 13D MORCHEVERL, SRV, VERBRIRAE% 1 ml~
2ml, A BIRACK S BRIk 48 2238 T, AN 5.0ul BEFE N FRVER (4.17), oA 15 pl 55

(4.9), %+, 4CLLUFNELARTT

e PRI AR IR BRI EOR AT T, A0iE S r S A 3heks TR, LT ik,
6.5 TRRHFHIE

A BERD (4.23) ARELPRFEER, 5N % (6.4) AHFE RG] %2 HFE

7 OHESR

7.1 NBFBEEH
7.1.1 SHEEIZNSEENE

FERTHERE: 100°CL#FF 1 min, PL 15°C/min [F3£ T+ Z 160°C4£4F 2 min, LA 5°C/min
(1038 B 28 275°C LR4F 7 min, FFLL 10°C/min (138 5 22 300°C - #<: M4 < (>99.999% )
B ERUE 1.0 mil/min.

BERETT e KA IRHERE ; HERER: 1.0 pl; BERE IR : 250°C; fE4LkiIRE: 290°C.
7.1.2 ZEMRF RIS E £

BIRIERE: 230°C; HTURHFREE: 70 eV B R&E N ZRMEN (MRM);
SRR =10000 & FEARSFF 2P 00 B9 1 A LG A Rl R IR B S LR 1

% 1 RN SR L R ENAR N B F Rt R AliE R &

Sy B Tm2) N FEF(miz) N ilf 42 B e
THET TET (eV)
P26 327 219 183 20
P50 339 219 230 30
P62 339 193 232. 25




13¢,,-P26 238 202 166 25
13¢,-P50 238 202 166 20
13¢,-P62 238 202 166 20
Be- AR &S 385 276 242 30

7.2 ®Kof

7.2.1 B RERIE

B TS FUE R GREAT IR, SARR=T (4.18) [BRRENERN)E, F3h
B E SIS E R 1 & SR A e =T IR 770 HER R=1000 HUER

RUF, W5 RS TR AT TR SO
7.2.2 FRERTIBEIE

FFBRIF W (4.12) R R NFRIE &R (4.14) FIFEFEN AR & (4.16) DLLEhE
(4.9) NEEFIECH) 3 g RMEFRZE (P26 P50, P62) [FIFRAEIATR, Sk R YIEIU T

S5 2, BRI B R IR AR R bRl R 5 o
®2 IERVISERE (L)

R EERAS CSs-1 CS-2 CS-3 CS-4 CS-5 CS-6 CS-7
P26 5 20 100 200 500 1000 2000
P50 5 20 100 200 500 1000 2000
P62 5 20 100 200 500 1000 2000
18c-p26 100 100 100 100 100 100 100
1¥¢c-p50 100 100 100 100 100 100 100
18C,0-P62 100 100 100 100 100 100 100
Be-m A& ST 100 100 100 100 100 100 100
7.2.3 xR EFAIHE
FrAE RV B AR | FIAERS I BT RRE, , #Z2BE A (D) &
RRF, = 2Fis (1)
AsT
U RRF—FAXS I B[R] F-
A FRAE IR HARMUE D)0 8 2 B T I A
s FEIAARIIREE, nol/L;
Ais PRI b 28 B B T AU T AR
ri FRAE IR HAMEE PR, pg/l.
SERFEAH RN R C RRF ), #2IRAI (2) #H T
3_ RRFi

n



o RRE—FH X i B R T
[ETY— b gl A R
N——RHE RVIIRE .

104 |SEITICHRM (= >=)caD
i P26

1.24

1.14

0.94
084
0.7 P50
0.5
054
0.4

a4
3

0.34
0.24
0.4

1 o1z 13 M 15 16 17 @ 1 0 A 2 D M % % 3 B B2 B I Q2N ME N
Counts va. Acgusion Tene jmn)

Bl 1 3#ERFTIRRIFMERERRN & ISE
7.3 HEENE
2 BRI i 2 1 £ 37 (7. 2D AR TR R SR AR REAT AR (6.4) I E « 24 & 8 T 4 nolkg
W, KRR (6.2) AR 2 19,
4 EAHIRLE
IR GEREIE (7.3) AREI AT 2 ARFE (6.5) T .

8 HERITESRR

8.1 EMRHr
BEA AT AR N M R SR I R B e 1) 212 5 £ B s ] — 350, G AR B s () 78— R N ARk i it
5%, BHE 5 AR X OR BE IR E 2% LA b, M AR A, B e .

8.2 EENH
8.2.1 HEHPERTFTRLYMNE
FES TP &R FEEYNE (Q), #BANX (3) FHTiHHE:
A. Q
= es (3)
Q A.. RRF

A Q—ulFE L EWIE, no;



A—— ik AL S e T i A
Aes—XF R FEH RN 21 P AR5 ) e T A
Qes—XF N FZIF L2 AR FIASIN &, ugs
RRF — it 8% [ (7 2 P3 B0 S A K 0 82 PR
8.2.2 HMHPERFHIKE (ug/kg)
dIERE S AR BRI, 1R A (4 AT

W, :L (4)
ml de
X wi—— IR S | R EARYIREE, palkgs
Qi WA B L GV E, ngs
m—— IR T, Kgs
Wom—— DI TP 5 &, %,
DURRIRE S b B AR R AR, % IRA K (5) #HMTIHE:
in
W, = (5
2 m, (I_WHZO)
s wo——UURRIIFE S 28 0 Bl B ARYIREE, nolgs
Qi—— il B &M R, ng;
my——UTRIRE LR &, gs
W0 VTBWIK 8, %.

8.3 BRFR
W 5E 25 BN B S T ER IR R FF— 3, 2R 3 A B3

9 BEEMERE

i

9.1 BEE

TN S 5 5y HIRHINARAR E N 0.50 pg/kg A1 9.00 pg/kg A JERDRE SR HEAT T 6 YR E I
SEs I AT R UE R ZE 43 N 1.1%~10%F1 0.9%~15%, SZ56: = [ A 4 bR vkl 2 N
10%~13%#1 0.9%~15%; FEVERR (r) 437l4: 0.058 pg/kg~0.074 pg/kg A1 1.1 pg/kg~
1.7 ng/kg: HIER (R) 40%14: 0.15 pg/kg~0.18 pg/kg #1 3.1 ng/kg~3.9 pg/kg.

ISR LG =N INARR A 0.010 pg/kg AT 0.100 pg/kg H3EREEET T 6 IREEIE, S
562 A AR UE D 22 20 51 N 1.5%~ 19%A11 1.0% ~ 16%, SIZ56: % [A] A X Fr e fn 254 19% ~26%
F19.6%~15%; FEMER (r) 2%14: 0.003 pg/kg 1 0.02 pgrkg; FIPER (R) 4514:
0.006 png/kg~0.008 ng/kg 1 0.03 ng/kg~0.04 ng/kg.

8



NI ERINFRICSE A 0.01 pg/kg A1 0.1 pglkg FIARMIRE RBEAT T 6 REEME, L
62 AR HE R 2200 3N 1.0%~19%F11 2.4%~14%, S246 = (B A XHARAE w25 M. 24%~
31%F1 16%~20%, EEPERR (r) 435)°4: 0.002 pg/kg~0.003 pg/kg 1 0.02 ug/kg, LM
(R 43514: 0.007 png/kg~0.0097 ug/kg A1 0.02 ng/kg~0.03 pg/kg-

9.2 HERE

7N R LG B o R AL 1) L (FE R AR S B AR T e T BRI 3O B AT T bR SE S,
hnbrE 0.010 pg/kg, 0.100 ug/kg, bR TEE 5374 75%~116%, 80%~115%, I
PR AR B AN 91%+32%~99%+30%, 89%+24%~95%+20%

IS ARSI 20 A BRAR AR (A28 & A T-IE NRRIUTRY) FE S IEAT T b
SEHG, bR & 0.010 pg/kg, 0.100 pg/kg, ks I Za 76 Fl 53 i A 75%~111%, 76%~111%,
TbR [ F 284N 93%+22% ~96%+28%, 94%+18%~97%+18% .

ISR S 30 A B AN SR I LR S AT TONARSESG, bR A 5.00 pg/kg, AR ENE
T FE 7390009 48%~113%, ARl B 24 09 79%+24% ~107%+10%.

7SR S0 #E N B B AT ORI S AT T INAR 5556, InbR A 5.00 pglkg,  Hids Rl
YA 73990 9 38%~126%, R IR A Y 69%+40%~101%+34% .

10 FREFRIEFMEETH

10.1 ZFEHIRAK
10.1.1 ikFI=

PF A RIS 20 BT IR 022 [ B 3 BT AR AR St 0P A58 Y 0 Y 7R ik ) 2 1« BT 300 2 1
DA, SRR T 7 A H R
10.1.2 £EF=H

VEN SLBR R BRI Y TR BLE BT B AR 5 2 (1S3 o BRANVEE S Rt
A, AR A R ORE S RTACER . Ak ACER AT REE A D IR S SRR A BT
WA, PR T IFARAER 1/10.

7S IR AR R LA R ER, ) SRHCHE Tt HE k5 e I R AT [RIAERE

AL TR R HAT — IR A, FEMBGEZ T 20 MBS, 15 20 NS R HT— A
ERFTE.

10.2 &

K FH 7.2.2 (RTS8 AR Ko 8L PR AT AR HE RS, Ay 28 51 45 s AR X o J2 ] 7 PR XA A ffv
FE<20%. FEHAEE (<20 M) SOIE — Kb ik R 9t RIARFE AL, THEL AN A A O0] IR 1 42
H IS 3 P A X W SRl F RRFes FITHERE Y AR AR XS WA RE K7 RRF e, HGULEE RS 7.4 [T
SERPATHE, BN EETE£20% AP . An SR X NG, AR R, SR TR

9



()1 2% o
10.3 F1THE

REHERES (<20 S) REEAT —APATRE T ~PAT I e &5 5L 00 AH X 22 7T 30%.
10.4 RMuZEaIEYE

FRA (6) FANFEN R AR R . BR85S RIAE 30%~130%, Ul
TRPREFAL R AR [ SR AR R IV CAAL, B kAT A Ab 2

— Aesi - Qrsi - 100%

e (6)
Arsi RR Frs Qesi

fQEP: Re @ﬁ%?\]ﬁﬁ@@qﬁzy %;
Aesi Iaﬁ%iflj\]ﬁ%m%@ /El:

Arsi—XT BLFRIERE AR IR I A 5

Qrsi—XT RLIHERE AR AN, ngs
Qes—— AR AFRIIAINE, ugs

RRFs—XF N2 (1T ERT: AR (AR 0 o 52 P 5o

11 R¥4LE

KIS E R R FRAFT, SR IRE, RAITH RV T A E

10



M A
(HEHEMIR)
3 MIERME R

F®AL 3METRMEERS

7 & B4R CAS
1 P26 2-Endo,3-ex0,5-endo,6-ex0,8,8,10,10-octachlorobornane 142534-71-2
2 P50 2-Endo,3-ex0,5-endo,6-ex0,8,8,9,10,10-nonachlorobornane 66860-80-8
3 P62 2,2,5,5,8,9,9,10,10-nonachlorobornane 154159-06-5

11



M B
(ERMEMR)
FEBEEMERE

MEFEE N 10.0 9, KA RARIAL, $RERH 2 ZRERA:AERFE LA HE, B
RFUR 20 pl B, VAR ILER B, iEMERRE LR B.2,
£Bl FEBZE

¥ P15 FHEEP S50 = [A) AR I Rr PLHERRR
i 22 (%)

0.500 pg/kg

1 P26 0.49 2.0~10 13 0.074 0.19

2 P50 0.50 1.3~6.2 13 0.066 0.19

e 3 P62 0.49 1.1~71 10 0.058 0.15
9.000 pg/kg

4 P26 9.8 1.1~15 11 1.7 3.1

5 P50 9.2 2.1~6.7 15 11 4.0

6 P62 9.1 0.9~95 11 15 3.2
0.010 pg/kg

1 P26 0.010 1.0~15 28 0.002 0.009

2 P50 0.011 2.1~19 21 0.003 0.007

SR 3 P62 0.011 1.0~22 24 0.003 0.008
0.100 pg/kg

4 P26 0.091 2.5~13 9.1 0.008 0.030

5 P50 0.093 2.7~14 4.5 0.018 0.020

6 P62 0.092 2.4~10 4.1 0.016 0.018
0.010 pg/kg

1 P26 0.010 1.9~16 26 0.003 0.008

2 P50 0.010 1.5~19 19 0.003 0.006

o 3 P62 0.010 1.7~18 23 0.003 0.007
0.100 pg/kg

4 P26 0.094 3.3~12 15 0.016 0.042

5 P50 0.099 1.0~12 10 0.021 0.033

6 P62 0.092 3.4~16 15 0.019 0.046

12




*B2 FEEME

WRE | miEEREE | S
BaKM | 55 | e i VREMCEI g | bR e

(ng/kg) P(%) b+ 25.00)

JIARIRE0.010 ng/kg

1 P26 <0.012 75~106 96 96+28
JUARY) 2 P50 <0.012 82~111 93 93422
3 P62 <0.012 82~109 95 95+20

4 P26 <0.012 82~116 91 91+32

443 5 P50 <0.012 83~111 94 94422
6 P62 <0.012 75~115 99 99-+30

JnFR¥RE£0.100 pglkg

1 P26 <0.012 82~96 97 97+10

VIR 2 P50 <0.012 86~111 97 97+18
3 P62 <0.012 76~105 94 94+18

4 P26 <0.012 83~115 89 89+24

+-3% 5 P50 <0.012 89~111 95 95+20
6 P62 <0.012 80~111 92 92+24

JikR#K E5.00 ng/kg

1 P26 9.54~11.2 41~96 78 78+28
2 P50 9.96~10.7 48~94 73 73+34
BRI 3 P62 10.1~10.8 38~95 69 69+40
4 P26 1.02~1.56 74~126 102 101+34
5 P50 2.41~3.44 83~112 94 94420
6 P62 3.51~4.93 80~105 88 88.£18
1 P26 9.64~10.8 48~111 82 82+32
2 P50 9.94~10.6 60~98 79 79+24
3 P62 9.85~10.7 59~114 89 89+30
+ 4 P26 2.37~2.52 100~113 107 107+10
5 P50 6.59~7.14 79~108 91 90+22
6 P62 15.7~17.8 78~100 89 89+18
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