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17T &7z (I57K, 2000;57%7K, 2002; % 5, 2004).
FORER EEYEIZOVWTIITAZ AT N T T T
HEhraEt (GC-MS) 12 & ) il L2854, TBT,
TPT (M) 7 = =V AZ{LEY) % & THOER
AZACEZ OV THFITHETE S Z e b o
7z (%S, 2004). LA L7205 HEEHERE 2> &
L7238 oflE Ic BV TiE, GCMSO 7o~ k7
FTLIZBVWTREME — 7 2L B IENALNT
(7K, 2002). T FETORTIELEIZBIT 5
HIEAXHRE=5) 2 ZIEHTE L 5MEICE
FETERDS72DT, GHHEORERI 5T
EHEEAT > TE LG ERLEOBRE 2175 7z,
HHEA LG OERTIE, AR LAY %%
il T E 2LFRCHEMLT 5. INFETHRE
AR EW %, ) =X — VRETH 5 5 bn- 71
EV~ 7T 22 &) 7aAbs % 3 (K,
2002) & HWTWwichs, 4, AR ZEwE 7
N IZFNRTEEF M) T AL ) =TT 5T
FEICER L7z, BEERED S OFHA X LEWom
WELFARL 72007y — MygEL LT, IhE
TO MY XRYFVAZEY (TPeT) ZHWTw
72h%, X W TBT R OTPT & Ab52 09 2 PEE 2SI
KFEATBT L OTPTZH a7 — Mg e L THW
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HEKBERR T NV 7 A 3FRR RS (B b 8)
z, WRIAESENEHE BRyE) %,
FERR, WERRS- NV 7 4 =KW K OSEALT F ) T 4
ISR (BB LFH) &2, 7 P T2 F IR
F MY AIEER ZACEWER (FGHEE )
%, 7801 )3 =% LI1ESep Pac Florisil (1g/
6cc, Waters#) i L7z, F72, KL LT
K Zn- N FH T2\ G L2 b 0%
HL7-.

THEYH L LT, ARAXLEWEELY b (H
FALFAL ) oL b)) 7 F VA X (TBT) HEHER
WROHAE Y 7 2=V AR (TPT) KE#EREE (Z
NZF1 1 mg/mL in toluene) %, #NZFNn—\F1
YA TR L72.
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THE20meg A) &, FNFNn—~FH IERL
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THERI OF AL, ST (AU T BB R TR
BT, 1998) IZH#E L ThT o 7225, OB x5tk 3 5.
3 % EHEAK30mlZ50mlsr i — M2 & ), Ry
% (TBT, TPT) &4 us— MY (TBT-d27, TPT-
d15) OANFH VIEW AT Y B dntk, BEEE—HE
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#E13xR GC-MSHEIEFRH
Table 1 The operating conditions for GC-MS

EE EZGC-17A. BZGCMS-QP5050A
SDEENT L J&W1t BDB-1(30m X 0.25mm® | fE[F0.25 £ m)

NI LR RGN 60°C (243 FEl{R4%) . 60—130°C (20°C/ %)) .
130—210°C(10°C/%3) . 210-260°C (5°C/ %)
260—300°C (10°C/%) . 300°C (1545 Fl{R+F)

EANE AT RLRE (13BN =)

FYYT—HR EHEAY ™YL (99.99995%LL L) | RE1.2m?/%

SULERE 280°C

AR—TJx—XBE 300°C

AAVRBRE 240°C

AFMETRILF—  T0eV

BHEREE 1.5kV

SIME=S—AF> TBT:263.10(263.10), TBT-d27:318.30(316.30)

TPT:351.00(349.00), TPT-d15:366.10(364.10)
TeBT-d36:318.30(316.30)
FMANTSEAA

2%k GC-FPDBEIESRM
Table 2 The operating conditions for GC-FPD

e BiZGC-17A. BIEFPD-17c(SnT74JLA—FEF)

PDEENT L J & W41 HIDB-5 (60m X 0.25mm® | fE[E0.25 1 m)

NI LFREH  60°CQAMERE), 60—130°C(20°C/4),
130—210°C(10°C/43) . 210-260°C(5°C/%3)
260—300°C (10°C/43") . 300°C (155> il {R %)

ENE ATV YRLRE R EN-Y)

Fo)T—HR  AY™L 350kPa(1%) —164kPa (R E2.4ml/%")

SIEERE 290°C

BHERE 300°C

Wx Gb TR T b 7 A TR, PERE
WY (TeBT-d36, TePT-d15) ZWIIL TEAL
7z,

2—3 BEHEORET

2—3—1 BIEEBROEE
GC-MSOMIESEM Iz W TIE, ik defumiss
RFEIEZEAT, 1998) 2 BHFIHKE L. HEDR
Hx 1 #ITRT. GCFPDOMIE Sz T
&, SCHEk (BREEFF, 1998 @ BELHMERT, 2001) %%
FZikE L7, BEOME L 2 RITRT. FPD
DIKFEHAR KA =TT v THADFREIZDNT
3, BaslELticB0nTl0pg/IOT F 5 7F
VAZX (TeBT) iz ME L, et L7z (561 K).
TeBTO /U< b7 5 LD — @KL o172
FMTH B, KZIBOMIB X =2 T v TH A
Q0kPad MG IR T A LIZL 7.

2—3—2 HAMEAEDEE
HEREICGCIZEAT 2 M EHE RO =T, B0
SALICHE ) AR &, 2B ORBHSILE O FE O Bk
M, BEOEAFETIE2 1WA TH L., —
Ji, BHEEAEEHVAZETRAS plEToR
AT A EAT 2 2 Lk s. AEHEREAR T
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The variation of Tetrabutyltin (TeBT)
peak strength relating to the flow
conditions of make-up gas and
Hydrogen gas on GC-FPD
measurement.

Figure 1
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Figure 2 The variation of Ttibutyltin (TBT) peak
strength relating to the injection volume
by high pressure injection on GC-FPD
measurement (4 means peak area, and
M means peak height)

Table 3 The identification limits and the quantification limits for GC-MS and GC-FPD

EEYE TBT-d27 TBT TeBT-d36 TPT-d15 TPT TePT-d20
HEE BERE (ug/ml) 0.005 0.01 0.1 0.005 0.01 0.1
GC-MS BHEBRR(ug/ml) 0.0048 0.0012 0.018 0.0017 0.00091 0.015

EEMRSR (©g/ml) 0016 0.0039 0.059 0.0057 0.0030 0.050
GC-FPD  HHPERE (ug/ml) 0.0027 0.0024 0.0067 0.0022 0.0024 0.013

E=MR5E (¢ g/ml) 0.0090 0.0081 0.022 0.0074 0.0079 0.044
WMo eloky, WEDEEL FIFAZ & FR e LTCHETAEEYHEL, Yur— MK

LMD B Z LA s, BEFEABEORY AN
DWTHE L7z, GC-FPDIZTEAT 5 sEHA & %
ZALEETCTBTO Y — 7 @ e ¥ — 7 HEDO I L
72(FE2M). ¥— 7 OHBITHEHEA R IZIZIZHE
LTKREL R BD, ¥—27 @32 1ML ETHITS
THotz. T, FARD3 plblbiZh 2 e, ¥—
JDN) =T A4 Y ITHPRELC R o7, E— 7KDL
ML o TE = HEDOFIRICKE L R BZ NN
HHOT, BEEAFEICBOTORHEARIZ2 4
1258 L E 2 SNz, ZOBRDERTIEST, GC-
MS, GC-FPDE b ICHEHEAREZ 2 pl& L Tl
iro7z.

2—3—3 RHRADRE

GC-FPD & GC-MSDOM T 12DV, RIZRT N
ECHEEERR T RO 7. BRI R

0.005 2 g/ml, *F R E0.01 1 g/ml, WIEEHEYEO.1 1
g/mID BRI R L2, S OEEREZ Y
WL 7 EPEE L, WEBOEERESE KO, B
HRFD#D=3S, E&MRFQZQ=10St L, €h
ORI I T B IEE A L% 55 3 5%
W RT. HEE =R AEIZGCMSIC & 2228
WTEFNZFNTBT ; 00039 12 g/ml}% O"TPT ; 0.0030
wg/ml, GC-FPD#ll %€ |2 B\ T % L2 NWTBT;
0.0081 2 g/ml}% O'TPT ; 00079« g/mlT & - 7-.

GC-FPDHEIEICBWTIZREM Y T2 a v ¥4 4
PEWTBTO Y — 7 L BEARFILTBTO Y — 7 25+
GOHHEST A0 ETH o 72, —HOREHE
BEROMEICBWTH Y — 7 135105 L7, b
EAS, TBTROTPTOEREYE % %3 554,
GC-FPDll5E 1ZGC-MSHfll 52 & 131X [ O TR K&
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FAR BERRDERE
Table 4 The concentrations of the standard
solutions
HO045—k 8 SRME HNEREREY E
TBT-d27 TBT TeBT-d36
TPT-d15 TPT TePT-d20
A 0.05 0.01 0.1
B 0.05 0.02 0.1
c 0.05 0.05 0.1
D 0.05 0.1 0.1
E 0.05 0.2 0.1
F 0.05 0.5 0.1
BAfHI: wg/ml

CE— I 3HENTEDENZ A,

2—3—4 BREBROER

IhEFTORAE (5K2002) 25T SN DA
AZALE ORI IRE#P & 2 — 3 — 3 THR7-%
BERHRAZZE L, $£4RIRTAPSFEITH
BRs O ORERER W A ER L7z, 2— 3 — 31Z5E
L72FEERICBWT, a7 — MEOE =R
SEVAHE L 72 R e P i O FE0.005 1 g/ml & D)
W E %o 72DT, MRV 2 B A
oy — MYE ORI 005, g/mIIZEHE L7,
H IR % GC-MS, GC-FPDMjllE2EE 12 & » T
3MFOMlE Lz, MEit i RE G
B/ %usr— ME) %, fEc Y — 2Rk o
RYE /vy — MNE) W) e L 7. GC-
MS, GC-FPDlj#:{& |25\ C, TBT, TPT & b ik

TBT/TBT-d27

9 A
e

12

HEiELE

y = 1.0067x
R?=0.9993
0 %Z’Z’/
0 5 10 15

REL

#3Xa GC-FPDAEIEICHFBTBTORERR
Figure 3-a The calibration curve of TBT for GC-
FPD measurement
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2, 00105 g/mlDjREEHI P CTEARIED S 5 2
ESbro7z. GCFPDEIE D=7 H v b %5
3 Ma, biZRT.

2— 4 BEMEWHEOZ) -7y TEORE

2—4—1 HHEER

BEHEFEW OGBS 20— T v Thxik
AT DH720, BT EE I B W RS L
HEAEW AR & FCCOTaBR 247 o 72, EREWIRLRE
DY) =Ty THEECH AU T ERER
FepT, 1998) ZHEL TAT o 72, Sk O Mg XK D
WY TH L. {BIETH 2 gD RN 1
r— Mg & L CTBT-d27, TPT-d15Z 2101 4«
g &t T b e AN L7z, BORHC 1 MR
— A% )=V REBIT TV (10 1) BEEEE
A CCHIE U 720 2 i L 72, IR S IR — R
F DY LRREE T P T T IVARTERF MY Y
LEMRAT, HHRAZEWZFEMRI L. ~F
W E A THEML S NGB XA % fl
L7z, fhHR & SERAEEE - b ) 7 A CRIK - iE L
7o BN A 7O YNV = AT AITEML, 5%
VIFINI =T —n ~NFFTHEEEL, WHER T
02mlF Cifa L7z, IBAHIRIC NFBIEEE & LT
TeBT-d36, TePT-d20Z 121002, g%k & AT %n-
ANFY UEE I L 7z, WA % GC-FPD Tl
L7z, FEFIETa = N O EEE R
BV L A S N7z, BN &) RIS 5 72

TPT/TPT-d15

A
Y
HHE
k10 /_‘Z/ v = 1.8624x
2 _
5 , R = 0.9945
e
0 5 10 15
BEL

% 3K b GC-FPDAIEICH T BTPTORERR
Figure 3-b The calibration curve of TPT for GC-
FPD measurement
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75, Bz, HEERICMET 5T- 1 TIRELS 1
HEHZDWT, TBT-d27D [A1IERAT20% A<, TPT-
d15D RN 0% TH > 7z.

2—4—2 7)=T vy TENUR

Yo s — ME ORISR WER & LT, A
A XA DFBAREATFITHEA T NI LS
Ez2zbNiz, FZTT NI ZFURTETF M) T4
O % Sk (AL JUIN T BRBERLARFZE T, 1998)
ERIL2%05, L)EREDSBIIEHLZ. 2
OEFIZL Y, s — MYEOREIEIZL D A
L7z, FZMREOWIEETIE o7, Flz
(ET- 1 3k CTBT-d27, TPT-d15& 50% Hij % C
Hotz. TORERE LT, KWL L TEERSZD
DAL ED TP IC L EITHFTEL, A XML
BT P T IF RIS ) T L EDORILE L
EL TV ARSI EZ LN,

Z 2T, MR FEMRLT HH1IC, EHI12Y
D=7y TERERINZ . BIERE L L CIdETH
(1BK2002) D7V =T v FTEEZBZICL. i
JEHERE W AR 5 I MR — x &/ — v /Wil = 5
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O—F ¥ — M2 5 KIIRT.
3 SIHEEZFORE

3—1 FEEEFEHOSH

TBT % & Lo i I O R HE B 5UFE © & 2 CRM462
(European Communities) % U'PACS- 2 (National
Research Council of Canada) D4 #1E® %17 - 7.
R TR L7252k (B8 5 1) 12HE-> ToHtr L, GC-
FPDWEZ B m o7z, &HEHIOWT 3, B &
Z2g9 O MERE AT o TR R ZH 5 RITRT.
E = AH O 3 1ZCRMA6212 D W TR FEMH0.061 +
0017 1 g/gl =it L T0026 1 g/g, PACS- 2 129WC
PR REE2.6940.36 2 g/gl2 R L T208 1 g/gTdHh -
7z. CRM4621Z 2\ TId AT DB IR THRE % &
NTE720, BEZEIRT o T REEN S
%. PACS- 2 3R HI & & b ITHiZ2fiik SN T &
7z, O EEETLE, S CTHWIOIERDE

H5XR FREEEIAHOIFER

Table 5 The analyzing results of the standard

V(1 1) REBERTHE LW E, S5ICEERR sediments
IFIn-~FH 2 (3:2) BREWTHEL, 10% CRM642 PACS2
KEEALF Ry A CRE L. TAL, FO RE(ue/g) EYRE RE(ne/e) EURE
s %= - S - 1E8 0031  68% 210  86%
F— NEORNERITE S5 L, T- 130F SER 0028 774 510 T
DWW, TBT-d27D[RILEFIZ0% L L, TPT-d1512 3EHE 0019 79% 203 86%
e . T 0.026 75% 2.08 82%
DWTHT0%HIRE oz, G HEOEFTIZL S i
) B . ) RELE 0.061+0.017u g/e 2.69+0.36 1 g/g
EIEROLELY, F4KIRT. BEBEOGHE T
120%
100% . 99%
100% 94%
5 80% M TBT-d27
B 60% 7 TPT-d15 51%46%—50%53%—
40% WW%z m
208 |- rox 8 ? [l
o Lomo , mmo, mmos | i
WER IFLeREeE | TFIVERERE 2%—5%
2%—5% HHH HREB N

54 AR A EDEEIC L BENEDRE

Figure 4 Improvement of the recoveries by modification of clean up method. Before modification, change
the denser of the ethylation detergent, and add new extraction method.
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e 2~10g )
< i =& 100 p I(TBT-d27 0.1 1 g/ml) < IRV R

—— - 1M g — A -WEFBFV(1:1) 10ml
Gy WAL HmE TS

« 1M g — A ) -VEEREFV(1:1) 10ml

No.5A AHE - 1M Hilk — p4 ) -VEEEEsFM(1:1) 10ml BEV
50ml =773~

" 10%H{LHH) 7hkvERE 20ml

[ - FFRcF -~k (3:2) 10ml =772 B L2 b o

B & 92 |55

fH O® W 7K & | A7k L b0
« FEfRTF Vn-~%(3:2) 10ml

B & 95 |5%

" OB oW 7K & | BEE

* A 30ml Arifkn-h A LT b D
+ 10%HEA T M IAKEERR 20ml T 2 [T 9
100ml 24792288 U 2
«1ml 40 ELIT, R T CHBHVENES 25 E T
- R — BEERT M) ) AR (pH5) 20ml
= F (L « 5%7 MFME D BT M TAKEERR 1ml

ciRED
s n~¥Y Bml 50ml Z3ike-MZf L, n-a¥Y 5ml THH

R 10 %3
H KW 7K &
* n-~HY 5ml

B & 9 |54
K k@
4]]]57k uLﬁkﬂ‘)W\
50ml 279738 LIk 2
s ==K V- 40 FELATFTC 1ml £T 35 EELLUTF TR
H7havsT 4vazy)T & LT nady 10ml &Y
sy 1g

« 5%V IFhr—7—n-~¥Y 6ml KD ZgslZH D
DEO n-~HY RN

s n=f)=InT R V-8 40 FELLTFTC 0.2ml £ T

- PNEEYEPRK 20 1 1(TeBT-d36 1 1 g/ml)

FH5H AthE7A—Fv— b
Figure 5 The flow chart of the analytical method
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SR EABORIMEZ L CHHLZEWR S,
MR O F3#1%, CRM462T75%, PACS- 2 T82%
ERIFTH o7, A DD R LT e m O FHE
75 DIFAD T, CRM462T17%, PACS- 2 T

16%TH ), BWEBESHL 2.

3—2 FEEHBUAROMN

SRS MAAEFR G R I oW T, TBTOH 14 —
NI T 5 TBT-d27D IR, 5347 L 729050k
DHL, 3%IZH725 3WETHTHIZ50%z H - 72
bOD, TENL C HT0%LL xR L, FHRIE L
80%% it 2 Tz, A mBA%E L 2o E =ik,
TBTIZOWT T2 0EREZRT EWR 5. Pk
I3 ORI DV T, TBT L TPTOE & 5H7
24757275, TPTIZO W TR f O 1) 3K LK
FEEE 30T <, A nlBigE L 727 C RS HERE
WZBITHTPTIREOMRAEZAT) O Y TR N
ot

3—3 GC-MSHIE &GC-FPDEITERER D L&
R 134F e O TA4E BRIL O i S HE R 1 43R Z D
T, GC-MS}K U'GC-FPDWi /512 & % TBTH#E I E %
v, WHlERSRO K o7, zu~x 7T A
IZBWTHRMM Y — 7 04 Wil og4a, [F—ik
#2152 L 72GC-MS & GC-FPD O % % 13 1 T [7]
L o7ens, REMYE — 7 %I BV TR
. A RCY (A

GC-FPDIZ & 2 I O ¥ 45, MIEE O §FH &l A
100%% K& B LB H Y, TBT-d27O ¥ —
TIWEWE DY — 7 HSEL > TWD I LR S
nr.

GC-MSIZ & 2Hl5E 122\, Rk (K, 2002)
FTOHETIE, EEHDOAF Y E—2ZIiEY —
I 0EL ), TBTIREXER&CTE L VWIGELEH o
723, AIBSE S R TRt R ONHlE L
ZEREHIOVWTIE, ¥— 27 OIEIC X - THREARE
& o 12BN ED 5 72, GC-MSIZ X A HIEICB
Wi, EEHA A VICHT 2SR A 4 OHERL
(BRI 12131208012 3t 9 A 118Sn o> e & [/ L74%
Thsb. WET—FIZBTDZOmHMBIL»E, i
WY — 2 ORBEOFESHEELRS. FHRI34, 14
EFRHGRE O OATRE R 2 BV Tld, TBTA M & h
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7ZT9ODRED D B 9E AR HT2HME T — 7 JAs
7T4£10%2ILF o> Tz,

AEBHSE L 72 &iEIC BT, KA
7 Wit E TIZGC-FPD T O E RN FETH 5 75,
GC-MSIZ L B2PEDH ALY 77— & O
WEEZOLND,

4 TBTHRERR (FRI3RCUEFEEFCONT)

FEEEIC BT 5 13K O 144 R RS R o FE
LHRETG RR S 5295 (1 B IRZT MG,
2003) K ONEEEG G AT i 55307 (g RARZT i
CEIGHES, 2004) IZH#E SN TWAEDS, DIFicah
FC2EMORAETHL NMEMZFER T 5. Hik
FHHTBT DML [{LFWE O N O #ESF OB
MBS 234 IS CE—MEE bW 1238
FEINTWLTBTO (M) 7FVAZXFFTKN) i
FEICHE L7 TR LTBY, SHLIBETBTEES
ELTIITBTOREZMEH LTV 5.

4—1 TBTRE &MOBELMERE & DA

TBTREM L, EEE B CHELIT> T Ao
REEHHRESOME L OMBE % 7z, BN E %
B < BIHH OMEDO 5T I A A TH - 72D T,
ZIH DEIZ DWW T EUT A L 7252 T,
TR D 5k (R2) %FHHE L7z, TBTEMOH
HHHEDOBOR2 %E 6 RICE L DD, FHIAE
DA D) B, TBTOMMAH - 725474 512
2O\, TBTE Al BT AR 21307486 & &\ IE
OMMERLZ. TBTIE, # F3I A RUHESHED
BT HBE A 2R L7232, KR, 8,

Fb6xk TBTRELMOSTIERRE & DIERM
(ER14FERER)

Table 6 The relation factors between TBT and the
other pollutants  (Results on 2002)

R’ R’
hRAE 04634 2] 0.5299
EEVBE 06306 AFEV L 06637
Eia) 0.5980 JKER 0.5545
0L 0.0862 Pap:: 0.7486
ik 0.6581 PCB 0.3973
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Figure 6 Relationship between TBT and aliphatic
hydrocarbon (Results on 2002)

B OEBGEE IOV CTIIIEOMBE Z, fkifte o
MTIEADMHEZR L. PCB, 7oAt DMEE
INE Do Tz, AME TBTOME %56 6 K2R .
4—2 TBTREDHDIFH
CHETOEEEBICBT B HERFAEDI S, H
Yo U BEE — B R T T 3E 5 % B SH PRI
(LEE, HEE, FE9E, KiE% L) TROD
xR DD EH50o>TWD. FR13 K
DCUEOFTEMERIZ LIUE, TBTIZDWT b D
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Figure 7 The Difference between each TBTO concentration and calculated concentration from fitting curve

in Figure 6.
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