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RUEF R PREL BWUSRE ¢ AR PERLT TS D D
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kA b SR R A ERF o TR EK I RT
AN FEBRT o a el WRHEFTRE o GERY TFIERG
150~170C » WM FRE e F LR 2000 > &l FET - =
A Cfenhfae 2 ped §RIVERE CFENHI B &
130~150C FF B 4 > £ B > A6 200°C Bl & A fzse i3 L 5 17 e

%'&ga‘{%a\ﬁ;ﬁﬂ% N F o= & 0 - A& 4 2 ( thermal

v

degradation ); = #_% 4 % (photolytic degradation) ; = &_2 = 4 f%
(biodegradation ) » H ¢ 1/ & A f2 2 F & ¢ el A & DF)E -
P2 et Mo RE ¢ GRA R R L 4p 00 RE o F R R

4B BEAF A > - LEEATHRL S Z 2 FRF
(autoxidation) » @ % = BiBA2x & A0 % - BiEARScRE(T > g =
WA TR Ll B 12 RA G hrBPFEALIF LT F R
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% 323 i (disproportionation) & J& o ¢ 4achit B A 4 4 & frt 5 (b)
EREEARY R4 At dekF s RF 0 R EHETE

Li(c) ME S g A+ g AL HFMEL 2 AT 7 F 1000
AR F B s e 15 B xR A i enffdd > i R g 5
FiltoFRgrR-HE FE it (d) Bl s s kg y PR
% » 4 A) = hydroperoxides (~C-O-O-H ) » < # i3 i“ £ 4} = % 27
(polyene) e fit#f (keto) FH @ A2 L F & F o § 4 1V 3 4
Fw s A2 & b4 (conjugated double-bond 5 Bl 1.1 A) > st P ¢
7 f4a20 )k (zipperreaction) 2 24 > EREFARE~ 0 Ri ¢ v

¥

FHE Flm BB o 0 b0 f K g R BAER B4 RUTA 2 R
3+ (carbonium ion) T i 7 (ISR &Y el (delocalization ) #%2 7
(L% 1.1B) & ¢35= onium salts °

FE ol L a7 57 8570 53 Rzt Fl g &
GRS 0 g BT CHI G o § A3 2 diene F A
g% i* 4 (cyclic peroxide; Bl 1.2A) x #pF ¢ i&2- H F xa f§ 14
v o S F S -CH, #-CHCl A g pF205 »F F 5]+
hydroperoxide > X {84 %74 @ & 2 & 3 fik % (keto-polyene) 4 + -

A g E g (b d F A, S pE 4+ B (carbonium salt; §] 1.2

B)-



B ok fRanF B A B 4 N RE ¢ G
340 nm 12+ K ek dp g % %0 & 300 nm T ek P ¢ A kA
Rk fEF g A o Sk 24 11300 nm T G &
—BIF gHA KSR o RAckRA IR RER BHDL G A

dxivaF R REEEFES RLSERE R

gt RS R kS BRY B HERE G ASFERY
& E A AR g nE TR AR R RS R L R E LG
I E PR chE RS 0 #3548 (40 PbCO; « Pb(OH),
£); £hmpE® (4 CdC7H35C00), ~ Zn(CsH;35C00), %
Mg(Ci7H35C00), % ) 22 4 #48 ( 4o (C4Hy),Sn(SCH,COOCsH; ),
(CH;),Sn(COOC,Hys), % ) > B P mgrdi{os 47 % TBHf % Tox
SBodr o 3P B wk R AfiE i o SRR o R P e
WEEM R L § BFL IRAGRRT > L f REPEP R - &
Bep g g s 2k E & 2R AL 50000 B A
PIFERE LA OB R B AR (>T0% )0 F s
Warx wm s £ 1.1

TR THRE IR cF G T2

S E R B BT ERE L T AR g



Compound Formula
i i .diC_H -
Dlialkyltln . R\ /SCH2000 1CB 17 CHB
diisooctylthioglycolate /Sn\
LiC_H -
R SCH2000 1C8 17 nC4H9
nCSI{l7—
Dialkyltin R nC4H9—
maleate
——Sn-—00C.CH = CH.COO- nCSH17—
R
. . - ' -
Dialkyltin R\ /OOC.CH = CH.COOR nC4H9
maleate ester /Sn\
-— A —
R 00C.CH = CH.COOR anH17
Dialkyltin R\ /OOC.011H23 nC4H9‘
dilaurate /Sn\ :
R OOC.CllH23 nC8H17—
Dibutyltin R\ _ S-——CH2 nC4H9-
(3-mercaptopropionate sn [
rR” \OOC.CHZ
Diestertin R SCH,C00.iC_H C H_OOC.CH,_CH_-
diisooctylthioglycolate :Sn< 2 817 49 22
R”. SCH2000.108H17




R,SnX,; + 2HCI » R,SnCl, +2HX
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AR T SR EICIEEE EE PN TR LR

v R ST AT RE ¢ A4 1 A4 i hydroperoxide A
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HE S BHER RS 5 RySn' >RoSn?>RSn” e vidp ke dicp 4o
Aoz A RBEOT WAECHIFLI P S A AR RANE T - hit

T WHHERIBEETRY O FR - AT EF I EES
PHEE R ER - R AR €5 R R BT B
it &y anfadg 3B L FHFI 7 P o

B 1353 A ME L5252 %R d e 7 aog @
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2121 4% A PR Rr g

Compound LDSO * Test animal

m = mouse

mg/kg r = rat
Tetrabutyltin >4000 r
Bis(tri-n-butyltin) oxide 148-234 r
Tri-n-butyltin fluoride 200 r
Tri~n-butyltin acetate 125-380.2 r
Tri-n-propyltin oxide 120 r
Triphenyltin fluoride 486 m
Triphenyltin chloride 118-135 r
Triphenyltin hydroxide 108-360 r
Triphenyltin acetate 125-491 r
Tricyclohexyltin hydroxide 235-540 r
Fenbutatin oxide 2630 r
1-tricyclohexylstannyl-1,2,4-triazole 631 r
Di-n-octyltin-S,S'~bis

(isooctylthioglycolate) 1200~2100 r
Di-n-octyltin maleate 4500 r
Di-n-butyltin isooctylthioglycolate 500~1037 r
Di-n-butyltin oxide 487-520 r
Di-n-butyltin diacetate 109,7 m
Di-n-butyltin dilaurate 175~1600 r
Mono-octyltin trichloride 2400~3800 r
Mono-octyltin isooctylthioglycolate 3400~>4000 r




Agriculture Antifoulings industry

Seafood

~ o
&

N

Household commodities

Tap water pipes /

B 135 S/ H A Mg 25252 km ™

Food, Beverage
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ARA R IR P RA G RR T Y 22 2 X 65 BT R

PRI foo F]pL @ Z’ik&g'bta—: é&gﬂg’ »ﬁ»%&tﬁ: oo ,/\%l ,-k

T 7 AR e TR R

$§r
44
Bt

Fit eI EZ M T RIINP G o

34 R £ en 4

— AT A SR A I RAp R AT RN A T &

FARRATE B 3 o iR AP R ATE A B B AR 3
gz £ 48T

= P
a5 R

I’*f‘ﬁq‘% °d¢/\4t&’§f§' 7](/%\”%6?1151:,\;}‘%%@;;

(RsSn" ~RySn'™> ~RSn™)» Flpbipedn ki 45 4 34 47 % 535 * BT
AR O madper e KA E on g e U iudp g 5 e
BEAOH ST F AT AT A BL RACR R RITRRAL -
QTR A IT2 L 7 RE e B F 2 T B T & A4
#7318

£y chg W &5 U e R R A 49 L DI E AP R )

THAL Ertn BT 2 F A0 AT iR E 0 T T T AR S o 2 Y AR

# US4 A g R E Bed 3342 TR SR A 45 (SFE-SFC)» fie & L

P I A S R Y Jfﬁfi R I P COzsz‘ﬁ U ORL AR RS AR 0 A
R L awrdrFiE 90% 2+ oo ApEEE K £ (relative

standard deviation ; RSD) 5 2.9% o & TR in 88 & 7.2 chdk 2L 8k
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FARR AT MR AT K F A RS ) B4 TS AT 1

N2

BEPERPEIHEP S TR TR - ¥ G Sk

Ju

o
- ~ & iv$ 74 (Hydride generation )
117 NaBH, & KBH, #-4 478 R 8 17,3 8405 (g 1t

[22~28] ° F }’f‘%.,‘v ﬁ;“l"_;\‘ 'QC’.T :
RNSHX(4_N) + KBH4—> RNSHH(4_N) + KBHNX (4-N)
(N=1~3 ’ R=CH3 > C2H5 > C4H9 > C5H5 :‘E- )

Fled e 4 E VL3P 2 £ F 22 A 50
2 12 Cold-Trap " yo & 14 L mogie » R EA 45 o
= ~ HBiR4p= i 474 (Alkylation by Grignard reagents )

& HR4h 28] 4ot MeMgBr 2 EtMgBr ' ** PrMgB1>*~*1« PeMgBr
331 HexMgBr©» ¢ #-H ~ = 2 = 4 4 5472 3 5 RAET

the § &5 T B F e
RxSnXn + (4-N)R' MgBr €— RyR' Sn+ (4-N)MgBrX
(N=1~3)

TEIER ST L NP I SR N TP /NS S
i ;



J2pE ey B o

'

~w oz Apmpsdh @e i 574 (Ethylation by NaBEty )"
Bk TR SRR T AR p T i A R
RN S S AN N Rl T AR P A T e

R RN R B SV R R Sy T R S O S

4 - HE* NaBEt, 2 8 ~ - &8 = 5 848 F B2 1 Tihe 3 47
i a g O ra B R T kAR 0T ErA BT BRI B AE
Br o

v%““@'*”éﬁﬁmbéﬁﬁ4ﬁ%ﬁ FH BRI

>

R B7 UBEBHEFod e it prd 322 YR gE > T A
FEH&fl* NaBEG 2 7R & ¢ %@ 3 & - £ s o
EATA ST J A S B T Ot AT A

FTPREBMAEITEAZZRENAELE L EH/HML NP BEGFTER P
MEFRRITRAFTF WHF T ES o VB R @R E AL TS ek

&% & 4P (flame photometric detection > FPD) > RIZZ J|* & 5 /

ZFRE AL MR LY (300~600°C )0 AT L s hE RS AR
£ Sn-H e fu» 3+ > it Bk iv* 3kt d 610 nm hiz sk
[22~24,33,34,37,42,45,54,59,60,63,64,66,68 ] _.»)_-é-l_rg % 1§ ?‘i‘? 2 _‘ /ﬁ&

o

(—-Ji;vjl%’#

600~2000 nm band-pass g4t £ 610 nm + #Hig4t ) fe & PMT T #
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Wopl e Huwpe s FAan kA F r cni RS B (A) L SaFa R
[17,18,44,55,1 . (B) ?ﬁ» ‘H‘ /5 ?J [6,7,43,49,52,56,57,65,69,70]1 . (C) }@%ﬂ J\ ’Fﬁ’

P X N
E‘H" 124: [25,41,46,53,67,711 | ICP-MS ; (D) B3 e PI/{ "l‘:E‘g" /2_|: [27~29,58] z (E) Ja
3 ”3323‘]"'0%' i* [32,35,47,48,50,51,61,62,721 _ 7\:? #Ej é] ‘%'ﬁ‘ s Ef"’f%f!i\!:v :‘_; "—g }‘ﬁ;,}fr}"‘; z

el B RACRLE LG ERE G R BT R LB B

)

BT L ARG FAGEE R A F F R (redistribution) © F| 1 5T 5B

-})

SRR F RS A Becker "1 % 4 ¥ 4% GC-AED = # » 5 &

FLUGYn WA TR P SRR R BT OEE -

1.4 ¥ 4p e 5 B~

- AEFREMIT T OFRAT RS T SEE 2 F
£ W B2 F Ap 8 (LLE) fr#4p 52 (SPE) - iz 4p
TP gk R A kPR ST A RIEL Rk ip e g 4P
A AT E A R RERATEEI G BRAY O RFH N
WA R E E N REY A 470 B E BRI 4 HPLC ¢ 45
B R TP A A AR R E S R E i Ak en SPE
W R AT R FERGF SRS RY  P
FrRE AT

PR AR I EaT R SR MAH G T AR
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HERSES -5 L F FHAFBABLAFER > £33
AR A o BRSPS R N T S E A& I H S
FER Y S EIAHRE LIAF (solvent-free ) 97 m 2TiE - 1990 # 4¢ £
+ Waterloo ~ & Pawliszyn %c32#7 7 % B 3 1! ¥]4p i % P~( Solid-phase
microextraction ; SPME *1) 4, AR B PP 2 R X PR AL AR o
APt 8 e LLE o SPE » SPME A & 7 Bogi ~ 5B~ 2 ,}ﬁéfﬁ ) m
L ARHE B BEFT e - EBE3ERERIG R

'?;J_:,o

1.4.1 SPME # %

Pawliszyn %32 #7H % 2. SPME % ¥ ’§ Supelco 2 & :x 25 & {5
S AEF SRR o - B LR N ER (L@ 1457 -
L@ * GC %2 HPLC p ot % - L H N E P8 1 8 3 BN
Ao- 2 HXE (holder) ¥ - PIEEEAATELERT AL I

" AR 0 gk R g (fused silica fiber ) o Bl ¥ H = F b i fs

(plunger) #_% 7 4yl acni=g » - LEFXIIPETRE Z A4
# (zslot) e & > pprgan 2z BBV HE > BFL I

adjustable needle guide/depth gauge #ic#* septum piercing needle #1 &

FANA PR A R R OEREE AR T SR

15



— Plunger

—

—— Barrel

— Plunger retaining screw
—— Z-slot

/ Hub viewing window ‘

Adjustable needle

Nf

guide/depth gauge

VAVAY)

1/ Fiber attachment,‘tubing

!
'
!
!
1]
¥
3
H
. I3 + !
Tensioning spring |
1t
Sealing septum '
H
1
t
1
1

Septum pierciné needle

v

Ay
\

Fused-silica fiber -

LR

- -

B 1.4 7 5 i £ $ 38 SPME %3 74
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TR SR 2HRMA S 2R | R B o B Supelco & 7 4

i

A RE SRR 2 13N E R R AR 2
Hppr PO RIS S Hg L EBa AT R ER T hiE4p

LA AR E SRR EL G HFRT DL fRIEY A

~-
+
N

PEP A AR R B S IV &G L hEIAR o AR I

AT A G A EE (761,

1.4.2 SPME R 32 o3 (£ H#3

SPME & 1 B » F+ R ES F X8 1" A &3 23+ R
EF 2 BenBics AP RESAT R et s BRREFT G
# fie (equilibrium partition ) » i& ¥ % P~ % JE 452 P <0 o SPME 1T fi=

3 B~% Jp 3 1% 4t soxhlet extraction 2 SPE % > 3% B~ (exhaustive

extraction ) e T F R FE S ¥ AP R aEp T 4 pE <o
SPME 7= ¥ iy 3 2 = 2 5P~ o

FEPET G QAR TR A TR RS AP R
tem? RRG Mo AT o T R ERDRERE TS RS A
4B AR o 4o f250 (a) #oT

CVs=CVi+CVs  (a)

Cy: A9 k& 4ok R
Cr i ad7d hdpeanT grk R
Co: ¥ ik mnT gk R
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% 13 7% 51 SPME S a#phi s 52 & gr 70

E R FrALE WA #rPRE GCLHrELF i
(1 m) #RR(C)
Poly(dimethylsiloxane)(PDMS) 2N Ed 100 GC, HPLC 280 A W &4 5 4ol VOCs »
30 GC, HPLC 280 polycyclic aromatic hydrocarbons »
7 GC, HPLC 340 benzene/toluene/ethylbenzene/xylene
s ~ organochlorine pesticides
Polyacrylate(PA) ZSEd 85 GC, HPLC 320 &G B &4 > 4o ! triazines
organophosphorous pesticides %
phenols
Poly(dimethylsiloxane)-divinylbene(PDMS- % 65 GC, HPLC 270 BRMELEFE M > 4 0 Aromatic
DVB) 60 GC 270 hrdrocarbons ~ aromatic amines ~
VOCs
Carboxen-Poly(dimethylsiloxane)(CAR-PD  * % 75 GC 320 FLFEFF > 40 VOCs ~
MS) hydrocarbons
Carbowax-divinylbene(CW- DVB) s 65 GC 260 &5 1 &4 5 4c  alcohols,
ketones ~ nitroaromatics
Carbowax-templated resin(CW-TR) B Fi 50 HPLC i & E 1A > 4o ¢ Anionic

surfactants ~ aromatic amines
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TPR

Tpm PDMS
30pm POMS

100pm PDMS
DVB

DVB-Carboxen

Carboxen

150 300
Analyte Molecular Weight Range

W15F & RAFBHR LS

|l
b

450




Vit Baip ot f
Vit & aml
AT R ER R G R EE R T gl e d (b)) A ek
ﬁ’t (Kfs> %‘ﬁ_ :

Cy
Kp=—L
AEST ()

N

C, t #84p 1 & 43 4 T ik B
C, : fE&? Aitg onT ek R

R (b) 2 Fhpsogatrt il 2w =CpV > 2 s b sy
WEAp P B B &Y kR M Gde (¢) N

_ KV Cobs
K +v, (O

ng
N

¢ () 7 madFipl A4y g £ (1)) BRET A T84
kR (Co) TAEM G- d wFpMAPETRERFE T AT
Fak g (V>>V,) s (o) 27 4 (d) &

nr = KsVCo  (d)

d (d) A EEp A F g E e sl (K ) #
kR (Cy) 2ar g Gt (V,) j M Lol
e EAM - Flp SPMEf ¢ MW AR R BEEAFTEREEE 0 7 5
BT RILOER 0 AR G ORF R A R E T RIL S F o
SPME ehff itH;8 7 4 5 ® 4% % B~ (direct immersion extraction ;
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DI-SPME ) ~ 78 5 % P~ (headspace extraction ; HS-SPME ) % & 5% B~

( membrane-protected SPME ) = #& = ;% > 4[] 1.6 (7, f1* DI-SPME
Frafrbm R AERLRE M RERRY CRATE BB
BREATFEFTGARR > LB 1.6 Acd W& RHM > ZBpF
FARE BRI e - FRARKEE AP EEN LA EI R

F AR AT A U B b - K 1 g RE S

Lo R enS N drig A el iE > R S T grE BepE o DI-SPME
ARG ERESATHE kR AT RORE S 40

ks m iR s b P dEE & F_FME 4R & > DI-SSPME = R Z i * o F] 4
FAFPERBMATFRRARS §ERFAFNPL0 F5E e
rE A T2 ¢ AT FRELIFFFFL - ScFRB KR
o RTAKZF AT > £71* DI-SPME ¢ @ 2 FAT ¢ B F 5
AR A GCHAREFERKR AP ELIES TV

§ AT g ;T 0 % 5 1% HS-SPME 1 Ui i ¥

B o HS-SPME #5048 4p B0 mip i ) & 0 3 4RS00 it

=

e
T

o b AP IS T ARTEINE W ET g AP ot 5752

>

u-,t:ggq a;«sif«rlfgrg,\ﬁo > ;Lr‘] 16 Be — 3t —;— ,_E'_;}g:@,]g_,fﬂ?ﬁ; z
Atk A F o 2 EINTF o Fdkig & #® % HS-SPME - 12

HS-SPME 2~ % DI-SPME » 7 & & #h 52 B AE seenfiin ™ ¥ 5 > R
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Fibe Membrane

*;:/ Jr%\m /

. o ot —
LIRS BE: 8=
LN J _/ ) | |
Coating Sample Coating  Sample

B 1.6 SPME 3 iz 5% 77

(A) ® 4% »~(DI-SPME)
(B) " % % B~(HS-SPME)

OF L=



-1;}'&771- hf-;\égq“&a-#gmléq” Ar,o

HS-SPME ¢ DI-SPME # + e7£ £ &% HS-SPME & 178 7 4p 3

4

Beos BER RS SRS S 2 AT A T EEN KR
AFZHREENZFZ I M A HPF LT =47 > @ L4
PR E s
CVs=C;Vr+CVs+C Vs (e)
C, i P By BT grk R
Vg DRI B ek AR
At ARz FERAEAROER AT RO BT AR &P

SR b Gl VA EE LK, =CT/CP 5 Ks=C//C] - 7]
o BaaE e s i 2 e ()

KnKnsViCoVs

ne =
KiKiVi+ KisVe+ Ve (D

R A G A ORA
Vg . TE' V"Kﬂ %gﬁ?

Vs @ &k AP A
FAA R A R AR AT AT R =g i F

=it (chemical potential ) 4p & - 99572 & 5 48 = = (ideal gas law ) ~
% 1% & (Henry’slaw) ™ % 4 fiz G#cenbl %0 Sy (5 @

KisViCoVs
n = (g)
Kfsz + Khng + Vs

P ARV S fg U (¢) ) ¥ S 0 HS-SPME ¥ DI-SPME i
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R ER LR Ry SEs WARS (ool R s
P ER Kns @ 4P $3° K B 7] o ')4:—]1 ) -‘;'l:‘s sod TEIN Fé&ﬁ”%’ﬁ}
o] R R (V,<<Vo) oAl (g) S0 A (h) 5

n KfszCoVs
f:
KsVi+Vs ()

# 4t ¥ 4 HS-SPME ¢h 57 & ¢ DI-SPME 48 % -
EWCE IR LW 1.6 Co - Y 0B 15 A R el 5
AT A b 0 B2 D R L LR G i A S

Ak A

1.4.3 SPME *t *¢

SPME "' BrAp % {5 > A5 B4 TP REHI A
1 RE (4 GC & HPLC) eisto ¢ » )% 38 &3 H #4047 4
I LT R B BT LM R o d 3 HS-SPME 4 & R B E 4T
FRAYT R F R E GC Ak > Vo4 p #FA4p 1 BT ko
it » GC #4.¥ & 4t - DI-SPME #3503 B % 83 AWM i * o
B 1.7 5 3 A5 PR 2 Hag % anmi o= 30 2 3% 1595 3% o

Lmg GC e gL ¢ 385 & 752 2 &7 (split/splitless)
#o% SPME % & GC 8 (8 /L8t v Big A 474+ pF > d 3% SPME # 4

AR TR g A et BB 4 A € AR TR o v -
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(A) Extraction step for HS-SPME

(C) Thermal desorption on GC injection port

SPME
holder

SPME fiber

assembly
T

Sample
Hot plate _ paaié
stirrer
@ Pierce @ Expose @ Retract

sample fiber/ fiber/
septum extract remove

(B) Extraction step for DI-SPME
{ _:ﬂ

(D) Solvent desorption using SPME interface

¥ 4—SPME fiber assembly

SPME
holder

SPME fiber
assembly

Sample

Six-port valve

Hot plate Mobile phase
stirrer . from pump
@ Pierce @ Expose @ Retract To LC column
sample fiber/ fiber/
septum extract remove

# 1.7 DI-SPME ~ HS-SPME 2_ 3k i¥4 3¢ >
2 Hig &2 mygs { U7
(A) HS-SPME ¥ B~ 2
(B) DI-SPME % 34

(C) GC #m %

(D) HPLC % &% % & &
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RARPEFZH GC Lsvr g S g SRFHEF (P
0.75mm ) A st ehd st i F R o R
SRR B ERE ST T

% SPME & & HPLC I * 3 &Mt A 474 pF > § & > N o
- REERN R AARRRE S MG P FE- RET R AT
AP R~ A Y > £ B3 AIL~ HPLC - ¥ - f65 & 5%
o TR BT RTER R R R AR AT - RAF T2 R A
FHP o fwd X HPLC AW A6 3§ hib -2 3 23 2 k474
$E ¥ A 4o GC ARG b

o eh s i 17 SPME ¥ B 0 & AR LR AR G R
PR D AR IR L SRR T - XEFE TR AT
ALY W F AF - IEFRAMRE 0 F R OR TR

(carryover test) » MAREHF AR L IL G AMIGL AT o BAITH A

EAE I A S Taet ﬁk%i“f - XNFEBORERET - A AT

1.5SPME %3 471 & H e ®
P SPME 2@ B iZchfie® *t35F 54538 o ATk B 5 L4 A 49

B0 GO S4B E o] BERRAR R A S 5 E Y
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(PCBs)~## 5 it £4 (VOCs) M2 5 k>4 %FmE £ 4
(PAHs) & "o 4 S w0452 5 » FB %20 g Bic £ 4 >
Yo AR S PEAR ~ BadE R AT FpEE A A hmie f (diacetyl) 2 A
152 kg s 2 A AR g R B e Y
e fenids B A EH 493 G 0 f1% SPME A 45 R 50 B
EEAlas B2 L ortkEd e & 2 g Eoops o

SPME fis* > TRl B ¢ 3 W& s cnw i 4pg 5 © 1995
# » Morcillo "™ % 4 4]# SPME fic & GC/FPD »45-k¥ % /4 -k¢ @
A4 &4 21996 & > Tutschku ! % 4 12 DI-SPME fiz & GC-AED >
477 R ¢ 5 NaBEt /72 ey 1847 2 5 8451 &4 2 1997 & > Dams
(1% 4 &7 4% HS-SPME fic & GC-ICPMS A4 45 7 4 14 chh {47 2
F 4T & # B SPME £20% 4p F P2 AR A R R0 oty
B - 1998 # » Desauziers'*! % < 4% SPME fizc & GC/FPD A4 47 -k
P A EF o TR AR SR ey P & F e
% Porik 21999 # > De Smaele”’ % 4 ] * HS-SPME fic & GC-ICPMS
Adrok e BRR Y g 88 A E ARV S o B E Dunemann '*1 %
A4 4% HS-SPME fic & GC/MS-MS 4 17 A # fie ® ek (1) % 3
AT S 42 KL E P o

2000 # > Millan £ Pawliszyn “**' 4] # SPME fe £ GC/FID » {4 ip|
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KE Y A LS B o £ Aguerre '™V E 4 L i ¥
SPME fic & GC/FPD > A 457 -k & T -kif i3 & ¢ & NaBEt, 474 97 A&
2 FH A4 &% o Vercauteren 101 & 4 4 % 4] * HS-SPME pe &
GC-ICPMS » A~ 47 5 & 5B P &7 § 47t £ 4 o B. Jiang™ % 4 z
Jiang P! % 4 e & it 4 74 5 2 HS-SPME fe & GC/FPD >
A 45 5 Bkt ¢ eh 848 14 & 422001 # Rosenberg 1% 4 12 SPME
fic & GC-AED » A 45 k¢ =7 f 472 % (NaBEt, &2 NaBPry) 474
%ﬁ?%ﬁ£$%%°%ﬁﬁmym§4ﬁ(h%mmm&”§4ﬁ
12 SPME % B~ 820 jf Kk ¥ ehf 471 &40 1 A B * GC-MS
% GC/FPD it {7 A 45 o
2002 # - Torrijos '>°? % « 4] * HS-SPME fe & GC-MIP
( Microwave-Induced Plasma ) -AED » & §7 K225 -k ® 07 FL4F i &
$ o £ Wise ®'1 % 4 §]* SPME fic £ GC-MIP-AES » 4 45 b #f ~ 4.
B R Y h? A& Z 7 A4 Y £ 4 o Bancon-Montigny ! & < 12
HS-SPME fic & GC-MS A 5 &k @ e AT 1L & Jo s 500 R 4p 5 B~
¢1 SPME 1w fc & 2 RSDY% o Mester ™ % % 4 & 4]* HS-SPME pe
& GC-ICPMS » 4 5 i K 82 Rk S5 & 1 40 72 cnf 847 ~ 45~ A
L & 4 o Azenha'®" % « Jlangm] F A WIIFPRS R FEipARY

s

EIESS UL S R L A¥ A e T Il L SR ia L
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53 3449 % T o w P 4]* HS-SPME fi £ GC-MS £ GC/FPD > A
1755 NaBEty 2 KBHy #72 {6 07 &1 £ 4 > IR+ 300 FY ik 3
FORST RS EP

2003 # » Gac®™ % < 4]* HS-SPME fic £ GC/PFPD » I P4 45
4F3 W~ L5 (A7 A-FAe34), 3 RSD 5 9~25% -
fr # Millan "1 & < 2 4% HS-SPME fic £ GC/FID > A 45 & F17 7 i
AT REY T AM LS 7 F 02004 & 5 S, Medel M % & 4%
HS-SPME fic & GC-MS » 477 k¥ i 45 ~ 42 XL &5 o | &
Pawliszyn " % 4 B2 41 p # i dual-arm SPME system > ¥ 3 -k % ¥
f AT B R AT B A G E BT REATR DA B
AT A S A R GFEA TR oA B PR R E o

1.4 -

1.6 7% B

BAATRE G PR AL RLEA S AT
i (TLC) vt 4 2 B% o g 22 Marta ™! % « 2 Becker ' % 4 ¥
& W41 % graphite-furnace-AAS £ GC-AED = # 4~ 15 % & ¢ % @ i
T R 0 Pt 22 B F BAF RO ST RJE Jj*imi

R e o AR % g 1% 8-hydroxyquinoline £2 = F %45 it
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% 14SPME %5 #8471 &4 247 ¢ e ®

IR - g Y R SPME = ;% fiber VAN SO ES PR Reference
1995 Water NaBEt,/acetic HS-SPME 100 4 m PDMS GC/FPD TeMT 41 ng/L Y. Morcillo, et al. [85]
Seawater acid buffer pH 4.0 T™T 15 ng/L
DMT 8.4 ng/L
MMT 8.6 ng/L
1996 Slurry of NaBEt,/acetate DI-SPME 100 . m PDMS GC-AED Sn 0.09 pg S. Tutschku, et al. [39]
Sediment buffer pH 5.0 7 4 m PDMS Pb 0.08 pg
1997 Sediment NaBEt,/acetate HS-SPME 100 ;£ m PDMS GC-ICPMS MBT 0.34~2.1 ng/L R. Dams, etal. [41]
buffer pH 5.3 DBT
TBT
Met-Hg 4.3 ng/L
1998 River water NaBEt4/ethanoic DI-SPME 100 £ m PDMS GC/FPD MBT 2 ng/L V. Desauziers, et al.  [42]
acid buffer pH 4.8 DBT 2 ng/L
TBT 4 ng/L
MPhT 1 ng/L
DPhT 2 ng/L
TPhT 3 ng/L
1999 Surface water NaBEt,/acetate HS-SPME 100 . m PDMS GC-ICPMS Alkylmercury 3.7 ng/L T. De Smaele, etal. [53]
Sediment buffer pH 5.0 Alkyltin 0.38~1.2 ng/L
Alkyllead 0.13~0.15 ng/L
Body fluids NaBEt,/acetate HS-SPME 100 4 m PDMS GC-MS-MS MBT 9 ng/L L. Dunemann, etal. [43]
buffer pH 5.3 DBT 13 ng/L
TBT 9 ng/L
Met-Hg 22 ng/L
Hg** 18 ng/L
TML 7 ng/L
2000 Environmental NaBEt,/acetate HS-SPME 100 £ m PDMS GC/FID MBT 1.0 ug/L J. Pawliszyn, etal. [44]
Sediment buffer pH 4.0 DBT 1.2 ug/L
TBT 09 wug/L
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IR - g Y R SPME = ;% fiber VAN SO ES PR Reference

2000 Sediment NaBEt,/ethanoic DI-SPME 100 4 m PDMS GC/FPD MBT 0.031 ng/L S. Aguerre, etal. [45]

Sewage sludge acid buffer pH 4.8 DBT 0.007 ng/L

TBT 0.006 ng/L

MPHT 0.114 ng/L

DPhT 0.167 ng/L

TPhT 0.583 ng/L
Potatoes NaBEt,/ammonium HS-SPME 100~30~7pum GC-ICPMS TPhT 0.125 ng/L J. Vercauteren, etal. [46]
Mussels buffer pH 8.0 PDMS

65 4 m PDMS-DVB

River water NaBHy/acetate HS-SPME 100 £ m PDMS GC/FPD MBT 02 pg/l G. B. Jiang, etal. [22]
Seawater buffer pH 3.3 DBT 02 ug/L
Waste water TBT 0.1 ug/L
TeBT 0.02 ng/L
Chinese seawater NaBH,/acetate HS-SPME 100~30~7um GC/FPD MBT 19.4 ng/L V. Desauziers, et al.  [23])
buffer pH 3.3 PDMS DBT 1.5 ng/L
80 . m PA TBT 0.5 ng/L

65 £ m PDMS-DVB

2001 Water NaBEt,/acetate HS-SPME 100 £ m PDMS GC-AED MBT 0.20 ng/L E. Rosenberg, etal. [48]
buffer pH 5.0 DBT 0.15 ng/L
NaBPr,/acetate TBT 0.22 ng/L
buffer pH 5.0 MPhT 0.20 ng/L
DPhT 0.20 ng/L
TPhT 0.17 ng/L
TML 0.19 ng/L
TEL 0.22 ng/L
Marine sediment NaBEty/acetate HS-SPME 100 . m PDMS GC-MS MBT 730 pg/g N. Cardellicchio, et al. [49]
buffer pH 5.3 DBT 969 pg/g
TBT 806 pgl/g
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ERC - e prd 2ok SPME = ;% fiber R L PE AR AR Reference
2001 Lake water NaBH,/acetate HS-SPME 100 4 m PDMS GC/FPD MBT 28 ng/L G. B. Jiang, etal. [24]
Rivers water buffer pH 3.3 DBT 1.5 ng/L
Coastal water TBT 0.5 ng/L
2002 Water NaBEt,/acetate HS-SPME 100 £ m PDMS GC-MIP-AED MBT 5.0 ng/L R. C. Torrijos, etal. [50]
Seawater buffer pH 5.0 DBT 1.5 ng/L
TBT 1.0 ng/L
Sediment NaBEt,/acetate DI-SPME 100 . m PDMS GC-MIP-AES MBT ~ DBT  0.01~0.1 pug/kg S.A. Wise, etal. [51])
buffer pH 4.0~5.0 TBT
Mussel and 10~30 ng/L
oyster tissue
Mussel ~ oyster ~ NaBPht,/acetate MeHg 1~2 ugkg
and fish tissue buffer pH 4.0~5.0
Sediment NaBEt,/acetate HS-SPME 100 £ m PDMS GC-MS MBT 0.2 ng/L C. Bancon-Montigny,
buffer pH 5.0 DBT 0.3 ng/L etal. [52)
TBT 0.2 ng/L
Seawater NaBHy/acidified HS-SPME 65 £ m PDMS-DVB  GC-ICPMS MBT ng/L range Z. Mester, etal. [25]
Sediment with HCI DBT
TBT
TML
TEL
MeHg
Alcoholic KBHy/acidified HS-SPME 100 4 m PDMS GC/FPD MBT 16 ng/L G. B. Jiang, etal. [26]
Beverage with HCI pH 2.0 DBT 2.2 ng/L
TBT 1.5 ng/L
Wines NaBEt4/acidified HS-SPME 100 £ m PDMS GC-MS MBT 0.1 pg/L M. Azenha, etal. [6]
with acetic acid DBT 0.1 gL
pH 5.0 TBT 0.05 ug/L
Wines NaBEt/acidified HS-SPME 100 . m PDMS GC-MS MBT 0.05~0.2 wug/L M. Azenha, etal. [7]
with acetic acid DBT 0.02~0.1 pg/L
pH 5.0 TBT 0.01~0.05 xg/L
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IR - g Y R SPME = ;% fiber VAN SO ES PR Reference
2003 Water NaBEt,/acetate HS-SPME 100 4 m PDMS GC/PFPD MMT 0.08 ng/L M. L. Gac, etal. [54])
Fish buffer pH 4.8 75 £ m CAR-PDMS DMT 0.03 ng/L
TMT 0.14 ng/L
MBT 0.04 ng/L
DBT 0.02 ng/L
TBT 0.07 ng/L
TeMT 0.50 ng/L
TeBT 4.25 ng/L
MPhT 0.01 ng/L
DPhT 11.34 ng/L
TPhT 0.01 ng/L
MOT 0.03 ng/L
DOT 17 ng/L
TOT 56 ng/L
Sediment NaBEt,/acetate HS-SPME 100 4 m PDMS GC/FID MBT 1 g/L range E. Millan, etal. [55])
buffer pH 4.3 DBT
TBT
2004 Rivers water NaBEt,/acetate HS-SPME 100 £ m PDMS GC-MS MBT 1.4 ng/L A. Sanz-Medel, etal. [56]
buffer pH 5.3 50um-~30um DBT 7.0 ng/L
DVB-CAR-PDMS TBT 16.8 ng/L
MeHg 3.1 ng/L
Hg** 2.3 ng/L
TML 0.4 ng/L
TEL 0.2 ng/L
Water NaBEt,/acetate HS-SPME 100 4 m PDMS GC-MS Alkylmercury 0.3 @ g/L J. Pawliszyn, etal. [57]
buffer pH 4.0~4.3 Alkyltin 0.9 wng/L
Alkyllead 0.7 g/l
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FATA AR R R P R AR AT KPR F R
RIEATRE ¢ a7 A2 - 3 AHF O LG g v g
2k A TCPO (bis (2,4,6-trichlorophenyl ) oxalate ) % & 3 47 it
& dp g 4e/ it Bk fpl 2 2 T e R Ap R TR RBE R FE
B W G E M BRI R BL AR RITAR

AEE 1T IR A T

v

T E KRB ED TS g & SRR LR A

>

(solvent-free) P #kecit » A3 ¥ #1243 A ch SPME % e HjF

%¢& GC-MS 2 GC/FPD> B4 2 L B R & ¢ U&7 7 4% ¢

GRS UREE R SN RS A A SN EA L X
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2.1 3%

1. ﬁiﬁ' fa 4 (Sodium acetate ; CH;COONa ) » Riedel-de Haén = & & & >
R 99.0% -

2. B+ f& = % 4 ( Sodium dihydrogen phosphate monohydrate ;
NaH,PO, * H,O) > E.Merck = & & & » % & 99.0% -

3. wo AAmai 4 @ (Sodium tetracthylborate ; NaBEty ) » STREM
Chemicals = & & & > % A& 98.0%

4. = & # wa (Tetrahydrofuran ; THF ) > Pharmco = & & & » HPLC % -
AR 99.99%

5. = ¥ 7 fir (Benzophenon ; C¢HsCOCgHs ) » E. Merck = & & & >
B 99.0% -

6. 7 % (Methyl alcohol ; CH;0H ) » E. Merck = & 2 & » HPLC & >
R 99.99%

7. #ps (Hydrochloric acid ; HC1) » E. Merck = # & & > )k B 37.0%
(w/w) o

8. fﬁ'ﬁﬁ (Acetic acid ; CH;COOH) » E. Merck =~ # 2 % » % B 99.8

% o
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9. & 3 i* 3 (Sodium hydroxide ; NaOH) > E. Merck = @ & & > % &
99.0% -

10. = % H 7 £ 4% (Monobutyltin trichloride ; MBT ) » Aldrich = & &
o0 R 95% e

11. = % = 7 £ 4% (Dibutyltin dichloride ; DBT ) » Aldrich 2> # & &-

-

HR97% o
12. = % ¥ % A4 (n-Octyltrichlorotin ; MOT ) » Lancaster = & & & °
R 98% o

13. = % = ¥ 4 (Dioctyltin dichloride ; DOT ) Lancaster = & & & >

14. = ;&= 3k 4 (Dicyclohexyltin dibromide ; DCHT ) » Alfa Aesar

15 5§ (N> 24812 22 2 & > B & 99.99% 14+ o

16. 25 (Hy) > 2482 22 & % > ¥ & 99.99% 14+ o

17. 2% (Air)> 24t 1 22 A & ¥ & 99.99% 1+ o

18. F St e R E M- kRS2 2415 » £ & Barnstead 2
# (Dubuque, IA, USA ) NANO pure II deionization system & i* &

I
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22 REES
I FAPR T &R/ VG R ERIE
# 8% 47 & : Hewlett-Packard =~ @ (Palo Alto, CA, USA) & & >
Model 5890 Series I GC fie & * Y5k & W p| B
(FPD); @RI ®? LT BH F 5 >3E 600 nm

cut-on Jp i > F FPF K

=

BH TR TLA-600 KR
o
L w7 g 1 J&W 2 @ (Folsom, CA, USA) & & > 25m & x0.32
mm P JEx0.52 um 5 > F A 5 DB-1 (100%
polydimethylsiloxane ) e
2. F AR AT/ &
F 48 & 47/ 3% & * Hewlett-Packard = & (Palo Alto, CA, USA) &
& » Model 6890 Series GC i# 4 Model 5973 §
#HEx (GC-MS); FxsE* 2+ F -
# (ED 2t Tl -
£ o & 47 ¢ ‘Restek 2 # (Bellefonte, PA, USA)# 530 m & x0.25
mm P 2 x0.25 m %E > B & Rx®-1 (100%
polydimethylsiloxane ) e

3. B4 P B ¢ VWR Scientific ( San Francisco, CA, USA) = &
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# & » Model 400HPS -
4, 4 E KA 2 2 (Wilmington, USA) 2 % > Model RH basic °
5. %43 : Kwang Shen = & ( Taipei, Taiwan) & % > Model KS-21 -
6. i g & " : Titan = # ( San diego, CA, USA) # 5 > Model
44525-NN » 3* 4. = -] 045 um > E /£ 25 mm o
7. kEHRE S F %% P EYELA 2 2 (Tokyo, Japan) # & > Model
A-3S -
8. £+ A AT E : Branson = # (Danbury, CT,USA) Z & > Model
B1200R-4 -
9. Fedk A : Suntex 2 & (oAb, 5 %) A& > Model SP-701 -
10. 85 @ D IBM 49 % B A % %6fe &3 & o & (Taipei, Taiwan)
## ~ #c 48 (SISC-LAB Data Station ) e
11.% T2 p &3+ FHF kR ¢4 (Kyoto, Japan ) A& &> Model-AJ100 -
12,2 %4 #2325 #ic 4t - Nikon = @ (Tokyo,Japan) & & ° Model SMZ-1 -
13.SPME %% :
SPME & #_% : Supelco = & (Bellefonte, PA, USA) & & » £ #
FEBEE > Model 5-7330 o
SPME % a3t % # 4p : Polydimethylsiloxane (PDMS ) % & % 100

pm e
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FARA 45/ 0 % % R 0 R 4

100% polydimethylsiloxane °
LR B N D2 4Rt (splitless ) e

CL ST IARE M A2 075 mm e

L isT R R 1270C o

LR B EIPER D3 A4 o

SR F MO D F F 5SmL/min e

R AT EAR AR S0C c a3 A4 R A48 40CH IR

1. K47 4L ¢ DB-1 (25 mx0.32 mmx0.52 ym film) > % & F 240 &

-
b oL

110C » £ & £ 48 5C28 > 2 3 200C » B fs

ME S48 40°CH R D 300CREE2 24
. WRIEER 270C -

CREF I 2§ 90mL/min; & § 130 mL/min e

10.FPD 7 7] ® 4% © 600 nm cut-on filter -

116 8 ¥ TR 1 -600 k4 o

*Eé] ﬁ'/?ﬁp‘} G E e

% 47 41t Rx®-1 (30 mx0.25 mm=0.25 g m film) » % % B % 4p 5

100% polydimethylsiloxane °
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2. i N0 72 &bt (splitless) e

3. jisfr gtImaRE N 0.75 mm

4. AstT iR 270C o

5, A REBERERF (3 04 -

6. ti“‘}fﬁé? 80 1 4 § 1 mL/min e

7. RATHEAEN AR S0 0 i 3 ks uFE A4 40CH R
T 110C P £ E A SCEE > 2 3 2000 » &
fgr & 245 40°CH R 2 300CadF 2 245 -

8. #F R R FAFHS S (ED)-

9. FEAFTF eI FTESITE -

10. 3P| B A 280°C -

2.5 % % H 3
2.5.1 3% fieip i epe Bl

Fir 4 kel 1M 2 02 M B pdh s #7370 | M B pedp ' o
%%l 6 MHCL % i b B pH=4.5 (5 e & & ¢ &4 1 h

® % & HCl> »r2* HCL# B pH) > »t 4Cavkfap w5 - # 28 {

She

TRET R 0 0.2 M SRR 5 3 % 7§ 3 pH i B 130 4 vk

4

¥
She

apfh HF o0 F R ATRE TR o

—ba

o
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252 7 WHFRER R Z L AR Df Y

>u[B~00lmL =% %~ #4 (MBT) %2 = % ¥ 3 #4 (MOT)
222 10mL ? g8 ¢ > 254 1693 2 1350 ppm H{EE R o B 0.01 &
% -7 #4 (DBT)~ - % = % £4 (DOT) 3 P 4 - 4= B2
4 (DCHT) i3>t 10 mL 0% @& @ > A5 1000 ppm =& 84 7% » >

FREEF IR LY > BF AT RN c RIERNEFET

FREA R BFREEDEFTARF L2 E 3BT AR
i e

pra Aw v L4 (sodium tetracthylborate ; NaBEt, ) & %
BoRFIoE § 5 ea Ao Bl hF 8¢ BRI 0.01 soa ]y
HE e KT o AR ImL 2 T kot e o2 1 (wiv)

o AR BRI 0 2 TR o

2.5.3 FAR ML PR S 1L ) B

SPME 4 & * 2w F R AP 5B v (condition) AR o
BT pE R 2 R R %4 Supelco 2 PR A SR OE AL o A %
“Tig * 0100 £ m PDMS S A8 (775 1 R 83E ~ F 40 K 47 & op

LetT > 2 250°C T E 1) P
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253 3 WA % T 2 5B

3 BTG AT S hTA 2 F BonARAcF) 2.1 o

2.5.4 B & © % 5 A

SPME i # if * ** 5P Rid iRk s FIIVRE ¢ iR E 7 57 e
o R B fR1 A A1 SPME 4 58 o B & ¢ R F A2 g
RgriRicE o o M 0 RE p ARIgE o A 0.01~0.05 5O R F
z ’ﬁ: W& E 2T 100 mL Fl&AESL? > 4 » 10 mL tetrahydrofuran
(THF ) > J%* -Rip4cf @ 2. % 23 f% o

FHLErS > der 10mL kB (~I2N) > 2t PEFIRE ¢ 4505 3
BREEA 3 FEESA SR R4 T 50C F 30 A dme 4 At

Sx

iﬁz‘ﬁl“/‘ /1 & 045/,{111@1)%”3—@/@:9 TR‘]? /\TAJJ’E‘J °/\*‘?Hi:§" /p‘n

nyy

0.25mL 4t » 14 mL 0.2 Mﬁ Fedp SRR P o I ,] 4¢ NaBEt, /7%

ki8> TP e 7 SPME F B o

w:>>

/

255 B F ¢ GRS 2§

RE e fiREE 2 IR 2.2 0

42



Fel | M gk 4p 8 573 i pH=4.5

|

14mL § S48 Bokid i o

¥ 30mL & ¥y

|

e~ 2004 L 1% (w/v) NaBEty 3 %

|

fokis 50°C T 2 800 rpm & iE f7 4 30 A 4

F pF 2 PDMS 4 g 778 7 SPME % B~

|

GC/FPD 2 GC-MS %~ #7

Bl 2.1 3 B EE R R PHTE 2 ZB00RAR
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Fe il 0.2 M 7 e b 3% 6% 7%

|

B 14mL 0.2 M fis e dp 3 73 i § ¢

30mL * B¥g > T /,"]‘ 4v 0.25 mL

RF ¢ s o pH 5 4.5

l

e~ 2004 L 1% (w/v) NaBEty 3 %

|

fokis 50°C T 2 800 rpm & iE f7 4 30 A 4

F pF 2 PDMS 4 ig 778 7 SPME % B~

|

GC/FPD 2 GC-MS %~ #7

2.2 B& o %k Senitd 2 E e
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747 £ (RSnX5 ~ RoSnX,) ¥ # ¢ ‘{fﬁl X HEREAREER
kB - IR G A AR AAREE S PARE 7 AL
R ARELFIERE G UEOT AH T AF LR FL R
PGPS RAEHORE G FBE DL RE ) LA
TARZEN  FTAMERE A LESRAEF M TR

GG e Flp s AET R MEET AR 3 AT & b R -

WMEBZER- § 23R8 58 GC A = % NS
PR AABARS B BE-HRRET > o F AHRE RS AT
RIF2Z B3 A E kg W EE AT T B o F AT
BT L FRLFEA - AS 2 HE R AY -

Bl GC 24773 34871 &4 < § A R4 i# B & NaBH,
B W Lo ARt ARG A AT TR Y e A
Fepe g 4 A (sodium tetraecthylborate ; NaBEt,) 2273 7% ¢ § #5457 it
EXF o ) B Mahe it e g A £ £ 1% SPME %

Pro {7 SPME @ AR ER - B F oA A R OEAELEL R

45



ST A TR RIS B e ot RN § B P EBoRE 4o d %
Bk S IE Sk

Ly
W

/{/T-*'fr',,_ﬁ’»P\?-EﬁxE.rr’fTﬁ&—i’J‘}‘]' %‘3 T4 3%

i ehpH i~ i 4 B ATk

¢35 B TR EE - K&

S E LR
A FBER  GC La T R

B2 RPERT o

3.1 SPME # jp 75 $%

SPME 4 # dpd =0 H 481~ B A ~ 53412 da fini® o

WA AR A5 BSOFRABAT 4 2 F TR R o - AR
TR E g S 0 WRNETURE > AR E R R

P

HE o NELARGIEF L o E A A RRG 2 AT

ook T ORE R KRR P R B A B A
P SR R

fﬂﬂ,b s :6‘}'\',"1 SPME 3@.{"3‘*,% q,l}@wfﬂ? y /Fl ;1': i..

AP BT 22 W o
1 A2 87 e SPME Rladip o 2 )I% [23) i

p o Supelco = & 4

s @ PDMS (%5 100um~30um %2 7y m)~ PDMS-DVB (%5 65

pm) * PA (%5 80um) BAdip  LFRARSY F AL L

FrenF B %02 100 £ m PDMS 1% 5 $4p 4G 471 £ 4 5 ke

NPk > X2 A e+ § U it § MY SPME K-
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AR B Epomgmie * PDMS s o AT e 5L
*%I% ’F{ ’fE-P\—:’*??\%"\:{B"'ﬁ ’E"&ﬁ‘gﬂgiﬁ,ﬂl}bﬁgﬂ';{; SgﬁPDMS

(S Hde® 3.1) ¥ 5 SPME ch¥pd4p -

3.2 503 iR Pk B I

@ fedp g PR pH L2 2PF 0 g RRRE AL R

By e a BB R AR hE P o AT R FARME
P~ (HS-SPME) e~ A5 Bg L 85 > Ra@pril; £ &

Tl SRR FIM SRR PH B § B BRaEp o ud 3

-~

>S—

FRA e A P PR 0 SRR pH B § BT don o
Bt EEdlabk 2 B pH % F 5 pKoxl Bl - B S - ~=
BfgdpeanpK, B4 B 5 2.15-720 % 12,15 TREfL AR ~ ¢ B2
d Mk i 8 R B A B 5 pH=1.15~3.15~ 6.20~8.20 ~ 11.15~13.15 -
d SR SR BT KE D R 0 AR SRR pH E okt
e B GhpE o AR R BB E BRI - 2t g e s
e i iTA F B pH=4~5 F 5 SdFenfmd s o ¥ gk g »

LRSS

oY

e pH B % A3 ¢ B T E B pH 3.0
3.7-45~6.0 2 7.0 kFFHk &a % pH Efrim2 »aF hbd (20 B %

4oB] 32 R P T AR EpHAS B F Huehg 47357 BS LR
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"l\t/Ie -

Polydimethyl siloxane (PDMS )

F 3.1 PDMS # 48 2. 5§
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200000 |
(P]
2
>
3 150000 F
]
[P
|
< 100000 F
g
]
(%]
-
50000 F
O 1 1 1 1 1 1
3.0 3.7 4.5 6.0 7.0
pH

—O— MBT (3.5ppb) —A—DBT (2.8ppb)

—X—MOT/2 (3.7ppb) —¥—DOT (9.6ppb)

—O— DCHT/3 (14.3ppb) (|15

W32 #5307 pHH G 2 BT

7.0

B. 50 14ml 54 AT & 2 7 7

C. #4 m5 200 1L 1% NaBEty ki3 7%
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AR B e pH 4.5 iF T R B i L B PR TPk
R B RkAcB 3300 BT #RE 7 A4 (MBT) Afppis s e
BT MELG AP AR 3 B > - 7 A4 (DBT) ol iy
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pH=4.5
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%12 B 3.2
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PEEE T FHavck c AF %A BREZ IM2M2 3M 7 Fik
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% ~50% o 4RI FIE_F BAERM A B3R F I ER S HR
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d LR A ek F nit £ (PRS- TR AP ) ¥ 2Ea &

ST B R ] AT A U R ek R e h LS M

52



250000
~ 200000 [
D)
Q
4]
X
—
S 150000 f
]
<5
=
£ .
£ 100000 F 9
50000 F A\ A — A
X
—_— )
O 1 1 1 1
0 1 2 3
Conc. of NaCl (M)
—O—MBT/3 (3.5ppb) —A—DBT (2.8ppb)
—X—MOT/4 (3.7ppb) —X—DOT (13.5ppb)
—O—DCHT/10 (28.6ppb) (|* |1&)

W 3.4 % kA NaCl 2 5.5 #f 2 348
a. #7471 MNaOACpH=4.5> 5 % I £ & NaCl
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Wor enjTA A H A= m«'}*%)}‘ e &_iv " % Grignard reagent *z i
AR R R &R ARG P TR RHHI o oRRERLG
PP imd 2 AT HEERFAL - NaBEY 2 BV &5 B &+
A A F RAR 35S d MT oE g RE G WA S 4=
PR A R 3R - 5 RTE - R T R 5 B8
PERARE PFiTd BT E ahE s A8 5 o

AH 7 A4 90ppb~ = 7 A4 5.8ppb - H ¥ 247 6.1 ppb »
A4 399ppb 2 = ke A4F28.6ppb kR T o3 14mL 7§ 4 &
foervk i ? 2 ug 4 104D ~S0uL~100L~2004L % 500 4L &
1% NaBEty /3 ;% i& {7 #74 &2 SPME % B~> & FRG A 0L A
e S RECNE A N e A T A VR R
BATAR G EARE SO L P 23N AT BdF - 2o Q)I;Jc
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‘ FW :150.04
S ®
Et/s'B\ Na air sensitive
\\s‘ Et moisture sensitive
Et

Sodium tetracthylborate

3NaBEt, + RSn®* — Et;SnR + 3Et;B + 3Na*

2NaBEt, + R,Sn” — Et,SnR; + 2Et;B + 2Na*

(R=C4H, ; CgH;7)

B 3.5 NaBEt, 2 B #5275 $47 1 & %

the i et 5
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3.6 -

dRT N PR RN RS i g F P - et E
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)i P oq T or (481 | %%;um ﬁ"zs’.m_fi_l-iiﬂr [ £4 ;},\zgim}'g, r‘]—-:
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EFPER A x> T A 260CFA ¥ R 3 X Bear FEiE
FrFERM AN G FRIEFOF - F A EFEAR LA
HaBio e 5 R i 2L F 5 FRAH A 26CT 72
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B AR A T dae 4 Mk 0 0 2 SPME W A1 5 AR & 47
RS T o U B RAR G R R AR E O BT R A
e p o FlRAE AR LA WH M E ey A8 1 B
PRALEZEER G RS o STIURNE R 2 ORGP F 4o R
o LA A Tk (carry over) o

4 Supelco 2 @ ehE L P F AT f w0 * 0 100 um PDMS
Fo B endfk (TR R 2 200~270°C o BAFIEMHE R TG
HiEPpasie 2 BEPF > mA FE R T 50C 0 it 55
PERFE RS 30 A dho B-F AR R+ RIS T R B A B Fd] 5 210-230
250 2 270°C » BLEF PR APER T § W UG i o

SR 380 d B T Ao

TR AMEEFAMCEA L SHR
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Lo A RO A A I g HaRahg AT A Ele DL %
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ok PR ARSI A B LR RS €
FATAE o AR H AT ER S 27I0CT o EFRIGEFR I o &
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Peak area (nVxsec)
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PR G 3 A4 e

TR P AR EHES B aptd B2 RGIE I AeT £ 32

% #% Bt fE
R - 100um %= ° ## 5 2 (PDMS)

lMﬁ fedph i 0% %

A PRk pH=4.5

_ﬁzxv%i}f@ 7 ‘},"]&4\:3@ BE (NaCl)

200uLehl % v o a4k ® (NaBEt)

50°C
A E R 30 A4
B HE 270°C
WL PR R 3 k4

B T2 F PR I 2T 51GC KT H > LB 3.9 Y T

B FRHFCEFFTEE SN G 0 H A (MBT) 7.3 448

=7 A4 (DBT) 9.7 ~ 45 ; % A4 (MOT) 14.0 ~ 45 ; p %4
(IS.) = tke 47 (DCHT) 194 » 45 ; = % £4F (DOT) 234 » 45 -

TRFRHF LTI P R
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10004
>
S | 1S
500-
2 3.
4,
0 A { 1
e e . A A T . A T . T
0 5 10 15 20 25
minutes

B 39K EAL{7iEET 5 41 £ 4 9 GC/FPD %k +7 #l

1.MBT(12.3 ppb)>2. DBT(9.7 ppb ) 3. MOT(11.4 ppb )>4. DOT
(10.8ppb) > LS. p # DCHT (49 ppb) (as Sn)

F B IE T D K47+ DB-1 (25 mx0.32 mmx0.52 y m film) » % % 7 24P

% 100% polydimethylsiloxane °
Bt 38 03 4 nid st (splitless ) o
AT gIPARE L P AT 0.75 mm e
AstT g R 270C o
b R F'“}éitﬂ?ﬂ"é“ HRIPAY

Forg o § §F Smb/min e
7R ﬁ_; 1AE S0 C o miF 3 A4 UE LA 40CE R
1 110C £ =~ 4 5C#E = 1 200C >

hofs 1A 248 40 CH R 2 300C a4 2 A dse
1 /?Jppuz.)i 270°C -
eEF AR D 2§ 90mL/min; & § 130 mL/min -
FPD 1§ ip| % J&éx 600 nm cut-on filter °
£ BHF TR 600 K
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B R BTRER TR LG W SR EANT B
4oB] 30008 £ 33 F v & B S5 H A §F GlcY & 0.994
b B3 A (MOT) § b G en@sh 2 LER - - A4
= F &4 (DOT) k& 5 S0ug/L (asSn) FFEEE @ & Flérfe
E2LE-HEBIER LT BH LN RHET £d SPME fe

& GC/FPD Rl E R 7 45 1 & F 2 43 5> gt ¥ 3

(SIN=3) &3 adfa7 A48 pHE'TL 03 gL (asSn) & f&
F A4 i PR E 0.1 ug/L (asSn) e

g W TR AR Y F R - AR (89 1-2% )
FL AR ESE ZAAE C AU 3 AMER LI ANK
B g

TR EF AT LR RER S M B B RS
dod 34o% BAMA TG G R ERFGER AL RILY 203 %
N e EEG R R B A E - T AW AR ERE MERT
RSD # 0 5 1.6% ~5.9% » Bmd Fenf mitid o e LH 3 472 -
F A4 h kR RSD 94 3t 15% - B kB pF RSD 7r 42 10% o
FRIE RALF B ORFIT A ST R L P AR - AP

FEEAROE P EE AR ETE T AR R A TSR R AR R
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Organotin area / L.S. area

0 20 40 60 80 100 120
Concentration ( & g/L as Sn)
o MBT A DBT X MOT X DOT
¥ 3.10 F 847 52 B
2337 B2 HKER
kB § F * i

VR S VP ¢ -?G o b = -\

A (ug/LasSn) n ML A5 e/ d
H- K4 (MBT) 1.0~46.8 6 Y=0.0230X40.0279 | 0.9954
-7 44 (DBT) 0.9~92.3 7 Y=0.0112X+0.0170 | 0.9977
¥ 3 E4 (MOT) 0.3~108.8 8 Y=0.0291X—0.0073 | 0.9987
% &4 (DOT) 0.6~57.1 6 Y=0.0243X+0.0238 | 0.9944
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3.4 %

X

L L2 AR AL

E R RSD % RSD %
CEF LH n
( nwg/LasSn) (peak area) | (retention time )
- A 9.4 7 5.9 0.3
=7 A 7.4 7 3.1 0.3
¥z A4 6.2 7 15.8 0.3
= F A 4.6 7 17.7 0.1
kB RSD % RSD %
L&y LH n
( nwg/LasSn) (peak area) | (retention time )
- A& 35.0 7 1.8 0.04
ERE Y 27.6 7 1.6 0.0,
H2 44 23.3 7 9.8 0.0,
= F AR 34.3 7 11.5 0.1

RSD9% (tg) =0.0, > & »> ] #BE{E % — 5 F » Fp o] HBLiS % =

A H
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4R AA I EF R R B T A E R RS E P F

FAmE > B - BARSIOEA § A AT RE T 1 L

30 £ F &2 22

o B ELEEARY 51 A g R ¥ B~ ARG oA Ao % A

—

(stabilizer ) ~ #2.¥ i # (antioxidant) ~ ;B & (lubricant) ~ ¥ % ]
(plasticiser ) ~ 3 % 4| (filler) % 4% 3 &% (reinforcement) % 1. 7
A FTRE COFREY JRFTEF DR s JRET I ¢ 3
BRESATAZEBN pnh i G PASAEE B AT A4
foaFT P B4R o

AP e g 2w (THF) 2RE ¢ FREREE > F2 2
ARG  RiF Ok BREERE © GRS o) BHE LA (RSNX; ~
RoSnXy) & Jis o #-% 2 d 4k = 3 B4 £ #9358 (RSnCl; »
RoSnCly) » 12412 NaBEty #72 #liE 7 ;i jitd o AP 3 I1ALY
#F3t- ¥ A4 F v (dioctyltin oxide » (CgHy7) ,Sn=0) &k @k
g Y5 0 SEFBRRIGEE RS TR TS e L S

BERRETECF ot i AziE 00% Mo d - 3 AHE L HP Y
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B F 2 Fehfgb RE o ST ¥ Gy B E TR 2 Sn-X H
b (AoWF-Fe 875 ) LS ffRs Tl HETEBARG @ %
CECIEAE S T I

AR A H I GC/FPD A dre % = F g o f2
= &FF 0 4 IR Sample A ~ Sample B ~ Sample C 2 Sample D 327 5 ~
Ao AHF T EF o 3 L HE PSP 2 e Sample A ~ Sample B i 7
F 4 &4 > Sample C~Sample D 7 7 R4F L L4 » ' hFm g 4
BT A e AH T o d 3 GC/FPD ¥ it iR ig 4 F PF
Bies Ty  VRAER D FP AT Ar1Rs e LT HR&EF
& a4 % GC-MS #1422 GC/FPD & - d >0 7 A48 ~ 2 43 p %
B2 FHBI9ZF F BuSnH, (m/z=179)""" w8 » i 201 GC-MS
A4 EF &1 SIM mode £ B m/z=179 -

FRRE LRI RENRFCFLARE T 5 A
LB & e FR&E 5d F RIS ATAE DR S RIZH B
SPME pe & GC-MS =z (¥ GC/FPD #Z_ & > % % » % & 7 >t [
3.11~3.18 c A 47 & A W L s L #  P74% ® 2 Sample A > (B
3.11); Sample B > (8] 3.12) ; Sample C > (8 3.13) ; Sample D > ( [
3.04) BEF e kg (W 315) 1 B¢ kg > (W 3.16); Wi

o (R 317) 5 kiFsge g > (R 3.18) - BT F WA - AR & ¥
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B 311 %z ¢ Jifﬁ # & Sample A & 47 [

a. Bl = GC/FPD & 7 B> ™ Bl = GC-MS % 47 Bl( SIM
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b. 1. MBT » 2. DBT » 3. MOT - 4. DOT > L.S. p
DCHT > N % % &3 » % =8 : 0.05g

c. SPME £ GC i i B] 3.8
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(MBT) (%) (DBT) (%) (MOT) (%) (DOT) (%)

Sample A 0.063 7.4 0.050 6.1 0.482 15.0 0.325 15.9
Sample B 0.010 6.6 0.011 9.6 0.790 9.1 0.351 12.7
Sample C 0.769 5.2 0.936 5.5 0.020 20.0 0.026 18.9
Sample D 0.666 2.4 0.662 5.5 0.029 21.0 0.021 22.2
KE & n.d. — n.d. — 0.261 11.2 0.238 14.2
12 REKRS 0.974 3.6 0.773 3.0 0.014 27.4 n.d. —
7 ALk n.d. — n.d. — 1.083 10.4 0.978 9.6
R 1.136 4.6 0.602 45 n.d. — n.d. —
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237 REACHREY FAF T EH 2w F

Sample A Sample B kg RSN T
A4 - F R H 3 A4 - F A 3 A4 = F A ¥z A¥ - F ALY
(MOT) (DOT) (MOT) (DOT) (MOT) (DOT) (MOT) (DOT)

LR (TR /5 LER

bk 0.482 0.325 0.790 0.351 0.261 0.238 1.083 0.978

/7’]‘ ek R 0.466 0.317 0.779 0.348 0.238 0.210 0.777 0.760

YRR R 0.866 0.610 1.423 0.666 0.475 0.411 1.730 1.692
wATEF (% ) 82 90 81 91 90 83 83 94
RSD (% ) 10.2 12.9 11.6 9.2 11.3 12.6 14.3 13.4

F5#k (n) =3
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%238 RACHREY T AHF EFH 2 v F

Sample C Sample D 1Re kg RiFER e K E
oA - A Ho A - A H o A - A H oA - A
(MBT) (DBT) (MBT) (DBT) (MBT) (DBT) (MBT) (DBT)
LR (B ) F LS
R ek R 0.769 0.936 0.666 0.662 0.974 0.773 1.136 0.602
Hreik R 0.642 1.014 0.709 0.672 0.854 0.787 0.997 0.563
TR R 1.348 1.901 1.346 1.281 1.787 1.541 2.076 1.120
vz (%) 90 95 96 92 95 97 94 92
RSD (% ) 7.5 3.8 6.6 6.3 6.0 2.5 7.0 6.0
F5#k (n) =3
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