LU B R T BT

DT FNARG G NI T FNAXILEY).
T2 VAR U7 2= VAR(EE W) N7 2=V AR LA W)

XTRYVE R OEER

DT FNAR{A ) (DBT) (C4Hg),SnX,

NTFNAR{ A (TBT) (CHg)sSnX

T = VAX{EY) (MPT) (CeHs)SnX,

T 2= VAR YA (DPT) (CeHe)oSnX,

N Zz=/VAX{E¥ (TPT) (CeHs)sSnX

(X=f2 M)

YELFRIVERAE

FHEAREY (B OWE L FROMERIEZ R LIRS,
K1 EALSFRMERE CRED)

TRV T IR EAEM T FAAR | AT 22 VAR AR T 2 VAR SR A BN T 22 VAR
¥R | (CHSnCl, (CHYSNCl | (CHISnCl, | (CHSnCL, | (CoHY,SnCl
T 303.83 325.49 302.18 343.81 385.46

thE 1.200 1.839

A 39-41°C 41-43°C 108°C
Pl | 135°C/10mmHg 171-173°C 142-143°C 333-337°C 240°C

/25mmHg /25mmHg /13.5mmHg
KIEREEE|  295mg/L 976mg/L >10mg/ml 11.5mg/L
logPow 0.949 1.725 0.831 1.014 2.11
RRJE 0.01mmHg/20°C
§1 4 #7 B

FEMRRENT IM BALAKSRER-AY J— v /B~ F VIR B BIRE A TR L, SOICHER
TF N/ A~F YU RBBRCERME S5, HHEE A BRER, =5/ — VIEELTKK
CREEE L, TR F AR BT N A(NaBEFRZRIML THFEEKLTD, KIC
IMKOH-=4 ) — VYRl a2 CRIBT 1 BRRLOIL, TANIDHEEIT), DRI AT
AN UEMZ TIRESHHL ., Bk BRER, 7aUPAh—N YV BT AL EL )~ T 0T
1TV, GC/MS-SIM TEET D,



R R &
(BB DB B DR 7F]
BEAREEMIIRFRBIIREINRLTVD, L TFOFETHE LR AR RE
L. SUBHE R BN R B ER 1T,
IKAATAC WA THE#K . AKEKTIKTIE BRSE, ZhaIM EB-A% ) — 1
TURHEL., K, 7T EP OIE TG, B4R 5, ZOBBIRESFAXLEREE ANT
FrL., —10CL T THRET S,

[EEtoaiLE]

TEVTAXUIEREL 5g ZHEFEL T 200ml = A 7TAUTERY, 1 p g/ml Yy —MNEAEIE
50 p1ZHNAL . +DRELUCTLBRRRIKE 50 D, ZIUIM RALKSERE- 25 /— 1\ /B~
FMLDBEEIR T0ml 202 T 30 2 MIEL ML, No.5A DA TCRE| AET5, =A7
TA2%IM RALKIRIE-AY ) — v/ BEBR =T /AR B VRIK 30ml TR T, Wik 2 ik .
BDLED, BONTHHIRE HH U #FN NaBr #K 100ml 2 A7 300ml S —MIB L,
FERR—F 1/~ P B2IRA VAR 30ml 202 T 10 RSO T 30E 2), #E%KES
MO —MNIBL, SOICEFBRTF NV / ~F P (S 0RAEE 30ml 2z T, FEEDHH
BERT, FHEE AbYE, ~F ¥ 200ml ML TEAL. 20 HEHKET 3, £U7~
IKEEBEFR . K Na,SO, T T2, Zhan—F)—z/ SR —Z T Sml FCHEMEL, &
DIZEELZRWIIITEB L2 NOERT AZ IR E T TR ERS TS, BiEicT
=/ 5ml ZNA CHAEL(E 3), RERTLIRKRE 155,

[l OS]

HE R E D BO T )— )V VT 200ml D4R — NI BV AT, 23T BEES-FERS
T Y LRE K (pH5)5ml & ORI 10ml 2002 TIRA % (E 4), 10%NaBEt, ¥#% 1ml & Fshn
L. 10 IRE) L TH#EAX L& MEHE B $5, ZIU IMKOH-=& /) — VYA 40ml %
MAT RRERED - TNV GRS D, R T 1. FRIK 25ml & U4 40ml 22T
10 2 EHRE I 32, KEZBIDOZIE T —MNIB L., ~FH> 40ml ZH01Z T EED I H#/E
EROR T, ~FH U BE R BT NT A THKE . BUE KD BHEEE L O TR
2ml £TRMETD0E 5, I 6), BONBMREHON DAL T 4va= T Liconld vy
—FIYPATLZARL, TR EEI TS, SHIZH—F YV 599 mF Lo —T LEH~
FY 6ml LU THBALCAEYEEH T, BHREEDE . BBTAEIE0NITKREN
T 1ml ETEMEL. 1 g/ml OPEEEIRAVEIR 50 ] Z EREICHINL T, JIE AREHRE 5
D




(ZeBRiR DR
BB AP [ O RALE | O BB D T L) LRIBEDERER 1T - CHRI-REHRE
HRRIRETDET),

(e DR
(e 5]

ZHEIETFARR 10mg, ALY T FARR 10mg, AL T F AR 10mg, =38{k7 =
=ZVARX10mg, “HALTT ==/ AKX 10mg, LR 7 ==V A X 10mg % IEREICFFVERY , ~*
YL TENFNEREC 100ml & U TERFIR(100 1 g/mDE FRBET D(E ), FIRERBEORTE
EXEEA~FYV U CHTESLT, 0.1 ¢/mli~10 p g/ml DIRAIEEFRREIENR T, EIT
BAERERK0.1 1 g/mD5 1ml 43 BL ., Fig—F /L TEREIZ 10ml LLT, R EEERK
(0.01 g g/mh&F5(1E 9),

(as —rE]

=T FNAR-dy, ZHALS T F VAR DBT-d g, LN T F VAR TBT-dy, ZH(LT
—=/VARX MPT-d;. 3/t 7 ==L AR DPT-d,o, AN 7 2= VAKX TPT-d,s ENEH
10mg EEREITREN Y, ~F4 2 CENENIEREZ 100ml L LTy —MEHERIE(100 1 g/m))
FRETA0E 8), HYuF —MEEREIOZNEN 1ml ZERICTRL, BFRTF VT
100ml £LCH s —MEAEIK(1 ug/mDed 5 9),

[(NiREmE)

FrF T F VAR (TeBT)-dys & 10mg IEREIZFRVERY . ~F L TIEREIZ 100ml &L THERER
%100 u g/mD)F THEL B, WAZHEEIKD S 1ml ZIEREIZDTRL, ~FHT 100ml LLTHAE
YEVRIR(1 u g/mD &%,

(R EARIERR A IR SR IERIE]

HOMUD 3% LT NI LB 30ml 2 A7z 50ml i —MIIRSHEERIR0.1 1 g/ml
7131w g/mDDOFTEBL Y o —NESRIE 1 g/mD500 u 1 ZERINUI-1 | BERR-FERLT R
¥ MEEHR (pH5) 1ml 202 CTEEIEV IBES, IRIZ, 2%NaBEL, B 0.5ml ZHN1L T 10 771
RBEITH, ZhE~FH 3ml T 2 ERHL, HEE SO THAR., REERIRL o
g/mD500 u 1 Z EREICIRINL ., ~FH 22T 10ml EFEL TRERIFR AR EERIKE
ERAR

[HE]
[GC/MS JIE Seft]
EFABEW) GC  :HP6890
MS :HP5973MSD



fERAT 5 5% 7=V F VY3 (J&W DB-5ms 30m X 0.25mm® X 0.25um)

FF LB :60°C(2min)—20°C/min—130°C—10°C/min—210C—5C/min—260°C—
—10°C/min—300°C(2min)

X )7 —HRFEE : lm)/min (EFEEE—N)

EADRE:270°C A H—T =—RBE:280°C

FEAEE: ATy A (1 5314 73—0) HEAR: 1

AA U PRIRE 1 230°C AA AT R E—:T0eV

SIM E=F— A4 DBT  :261(263) DBT—d,5:279 (281)
TBT 1263 (261) TBT—dy, :318 (316)
MPT  :253 (255) MPT—d;: 260 (258)
DPT  :303 (301) DPT—d,, 1313 (311)
TPT  :351 (349) TPT—d}5 1366 (364)
TeBT—dy:318 (316)
MBT  :235(233) MBT-dg: 244 (242)

() I3FERBAAA

Ei3-vd

HBRIER PR YEAI 1 1 1% GC/MS IZIEAL, £ GMBEDEARIHT 2y —NER
EHLLT, NEEEICLVRBREIER TS, £, Tof — M EOEIRBEFHET LD,
TeBT—dg IZ5H 4 2% V1 — M E O — 7 BRI A Z N ERD TR

[EE]
HIEFASEHE 1 1]l % GC/MS IZHEAL, SBWE LxtiGT 2 as —MBEL O —/ HiH
sk, REBGDOOEE L ERDS, $e, Fuy — M E L NEEYE oY — 7 ERELE
FIRIZRD B,

[RH5]
RNFF ARR AL, WU TBTO HE LU TEE T OREZRDD,

B X s — N ERINE(L )
FHEM(pg/gwet) = X0.916

HEHE ()

ZFOMDFEARLEDITRRUICLVE BB L L TOREERDD,




A BAE (u g/g-wet) =

HEHE ()
[k HIBR S |
AATHEDRBHCFV . GC/MS (HPSOTIMSD) Ic#sF 4B HIR R (IDL) &L FIT A
(E10),
IDL(pg) 5B (g wet) AR ERAEE
(1 g/ kg wet)

DBT 0.1 5 0.023

TBT 0.47 5 0.094

— L2 0 0.22

DPT 0.12 5 023

TPT 0.13 5 0025

(MBT) 0.58 c 12

BRE X Yoy — M BRI E (2 g)

AGHHEDBHIRAZ L FITRY (FE 11),

k .
St - HH R 1 g/kgr wet)
(MBT) DBT TBT
£ 5g (6.6) 0.96 1.3
kege
S0 St BHBRA(u g/kgr wet)
MPT DPT TPT
£ 5g 3.2 0.13 0.16
REE-RA
(3]

~FH, Trb, AF )=, 8 ) =)L, BTV R R IR
HelR, HElE, RALKER: fleEE

BeE R A, BALF R b, KER(EA U A R ERSE

SEKREE T Ny o R B A

=ik T F 2 X Aldrich Chemical Company Inc.



TP T FARR  BRbR T %

EALN 7 F VA WAL T %

ZHALT 2= NVAX T MIZE T ¥, Strem Chemicals Inc.

ZHbLY 7 ==/ 2K Aldrich Chemical Company Inc.

LN 7 2= VAKX T3 T#, Strem Chemicals Inc.

ZHAET FARR-dy, ZHALDT FILAR-dyy, BALN T F VAL, ZHET 2= R
R=ds, ZHALT T 2=V AR~d )y, TILNI T 2=V A -d 5, TITTF VAR dyg: HRAIZE T
*

TR F A RTERT R)D A 10): Strem Chemicals Inc., HRliZE T #CFneMisk TR
THARTEEZITo TS,

10%NaBEt, & : FIRFREL BT EIRITIET5,

FERR-FERL TN LB ENR (pH5) : 2M BEERL 2M BEERT RV L% pH5 (2725 XOICIRE 75,
(BEBE: BEFR T R A =5.9:14.1(v:v))

[#ER])
HRR A =TT 22:200ml
BEAIRER
Z3¥E—h:300ml, 200ml
RE Y 10ml
FRETZ A2 300ml
KD JR#E% : 100m]
REIHE
1Oy B
—F Y — T NRL—F
TN T —MN YT A Sep-Pak Plus Florisil(910mg F1E, 1 fFEEDOA), F-iXEI% ML,
fE BT ~FH 10ml THEET 5,
W5 258 BEAE RN IM BB (T RIALKEEE) -AZ /— /v, K, T M DIETHEE T
(D

1) Y — Mg 2N SR U ERA70 . BN 1 B E 5,

2) B2F0 NaBr BHRZINZTBRIT, NaBr PHTHTAHEERHDM, TOFEKBEEL THIES
éo

3) MPT {3 /—/VHTCARZE THDHDH ., WBRHLEREZ BRRFET, TEEETRELK



DEBRIEERITY, (FEMITMERESER)

4) pH 3B Z VT pH5 ThDHZLERER T D, pH5 12725 TORWE ST BEIROTINE
T, £OHEIE. FREKOIINEEHOL . BERLBEAKDORMEDEFH % 20ml &
T2,

5) MBYEDOTF MEMEIL, BREICIVRELST WV, BRE TEDITBTDD BB D
IRE%Z 40°CLATEL, BB EIZHELRW, 723, BUE KD IBREEN2WIHAIT, n—F
V= R —FEFE AL THEOR, NFa—bar b —SE CREDENCHE S LIL
WEELY,

6) BEHIZ > TIBMEIRKICEO B E U TELDNOT IVRIZRDBZERH D, 0L 73 NIk
DYYV—2 T v 7B T —N vy UREEELH . SRR E T LEOOIETUELV,
2B, BYORECIDEINBOEIIRON 2 T2,

7) MBT, DBT, MPT R} DPT BT T 70 bHBZENHD, HATHH TR EE IM HFE-
AY )— NV TCHETHZETIRBTEDLH, BRELUANLDOERLE 26N,

8) MPTCLIZHBIEH P TALE THY | R DORIR LI MPT B33 L T DPT AT S
HBBRROND, T8, EHIENZ DPT OARDA EEHRL, LEISC CEERIKE
ERRLE T, GERIXMHESHR)

9) TN KROxZ ) — L HFTIIMPTCLARICARRE THHD, BRI A R R R I A
RS 5, GEITMHRESR)

10) TR FARTERFTNYAIBEAOHEKETHDID, BHEZIIHRLICEETD, RELV
EF ¥ o/ &= — VR AN TRERRTF T OILICIVEEEMALTLN TES, Eo R
ERXLTAT RN ETHERRICBATEHD, SEMoTeFLTATRITELIZK
2R3,

11) ZERHEBEIRIT, 8 16 BIRERFZEIF—T 0/ I A - BEEBECER 11 F3 A)DME
HIRRE T HIER) N> TROIHIZEHLTE,



& EERHBAROE HHP5973MSD)

80

WE4 MBT DBT TBT MPT DPT TPT
B E (g wet)
B E(m])
NI B (ng/ml) 5 2 2 10 1 1
LBEBEARE(u)D
FERL 3.51 2.30 2.00 9.89 1.18 1.25
2 4.19 2.38 2.41 9.20 1.13 1.12
FER3 3.91 2.19 2.24 10.6 1.23 1.15
FER4 3.82 2.30 2.29 9.03 1.06 1.08
EEa) 4.03 2.34 2.07 9.68 1.18 1.05
A5 R6 4.35 2.32 1.73 8.93 1.09 1.16
KERT 4.33 2.28 2.38 9.73 1.14 1.13
R RE 0.300 | 0.0583 | 0.242 0.574 0.0593 | 0.0631
IDL(pg) 0.584 0.113 0.471 1.12 0.115 0.123
IDL BBHE

0.117 | 0.0227 | 0.0942 | 0.223 | 0.0230 | 0.0245
fE(ng/ g wet)
S/N 6.2 5.3 5.0 5.0 12.0 17.8
S/NEE O O O O O
F ) (pg) 4.02 2.30 2.16 9.58 1.14 1.13
RSD% 7.5 2.5 11.2 5.9 5.2 56

BROIRLUHBRONREK 2/ v T 25 LU FIRT, (BARIZ 1p))
MBT(5pg) /LDBT(ZM)
i IR EE YR L P P

60 o

40

20 -

A A

50 o

40

30

20 4

10 H

8.60




|
80 NBT(Zp g) o |
] 1  MPT(0
Thrypnntiw M e AN g (10pg
] 150
] 100 -
20 50
?
¢ ' “inlen a4ln 4 C}‘U‘UU ' ! ' ' 1054
100
DPT(1pg) 100 TPT(1pg)
80
80 4
” Fani 60 i T A it
40 40 ]
20 4 20
fabo ' ' ' ' 1540 2050 ' ' ' T ks

7= BELLTAAET Automass 20 (3 BB R HRRE RO, BRE L FIoRT,



F HEERHBROHE H(Automass 20)

WE 4 MBT DBT TBT MPT DPT TPT
L& (g wet) 5

B iR EmD 1

IR B (ng/ml) 10 10 10 10 2 2
EBEARE(uD 1

FERL 9.85 9.95 10.1 10.2 2.05 1.97
FER2 11.2 10.7 9.12 12.4 2.99 1.96
FER3 10.2 10.6 8.94 11.4 2.52 2.12
FER4 11.3 11.6 10.6 11.8 2.36 2.04
) 10.9 11.8 7.91 12.1 2.32 1.99
#5256 10.8 11.3 8.83 11.2 2.56 1.94
FERT 10.6 11.9 9.42 11.8 2.48 1.98
RERZE 0.515 0.714 0.882 0.743 0.288 | 0.0601
IDL(pg) 1.00 1.39 1.71 1.44 0.560 | 0.117
IDL 3EHE EHE

g/ 0.200 | 0.278 | 0.342 | 0.288 0.112 | 0.0234
S/N 11.7 10.3 9.3 10.8 6.7 10.7
S/NBEE O O O O O O
) (pg) 10.7 11.1 9.27 11.6 2.47 2.00
RSD% 4.8 6.4 9.5 6.4 11.7 3.0

BIRUBRROREN 270~ T2 UTIRT, (EARIZ 1))

100 % 100 %
[235]=5088 [2611=2902

MBT(10pg) DBT(10pg)

50 % -

.........

T T T T 1 [
8:00 9:40 9:50




100 % 100 %
[2631=2420 [253]=3768

TBT(10pg)

30 % - a0 % 4

T T

I S A S S S S S S et A S St St SN

100 % 100 %
(3031=1480 [351]=1998
DPT(2pg) TPT(2pg)
50 % A a0 % A

T

15:I5[| 16:1[][] 16]10 20:00  20:10 20:20  20:30

12) B HRFUT TR HBRRDED FIZ-ONCI(BEFI63 4 5 A 27 BICH-TROLIVEHL
72 2B KEORHIBREHRITER 9 FE(LEDESTIERRREELZSRLT

DBT KE A=)
EAE
SUSHEEE (4 g/L) | 0.00051 | 0.0010 | 0.0021 BRIBREEE |
(ug/keg)

IREEX) 0.00072 | 0.0013 0.0031 | FAEHRE(u g/ke) 2.0

E¥REZ(R) | 0.000066 | 0.000063 | 0.00016 ST EX) 2.8

i 77(Dn) 0.00001 | 0.00001 0.0002 EHERZE(Se) 0.31

R HFRIR(D X 3) 0.00042 RHRAR (L g/kg) | 0.96
ERBADX10 DaeLd OHEMKM | 0.61-2.1

R E(Fd) 7.1




TBT KE A= i)
SBHEE(ug/L) | 0.00051 | 0.00010 | 0.00021 PRI IR A 0.31
(1 g/kg)
IZEX) 0.00053 | 0.0012 0.0021 | FHEHEE(ug/ke) 2.0
E¥RZ(GR) |0.000042 | 0.000054 | 0.00010 SIHTIE(X) 2.4
¥R 77(Dn) 0.000066 | 0.000077 | 0.00016 ¥R Z(Se) 0.43
RHFRA(D X 3) 0.00031 FRHIBR A1 g/ke) 1.3
EERFADX10) 0.0010 OSNZIEER | 0.96-3.0
FIRAB(Fd) 6.0 HIEPREE R
MPT KE et
EAE
HEHRE(Lg/L) | 0.039 0.077 0.12 BRI E(E 5.5
(ng/ke)
FBAEX) 0.035 0.072 0.11 HEHEE (1 g/ke) 10
EHEREZ(0R) | 0.00066 | 0.00071 0.0018 SIHTIEX) 14
#H73(Dn) 0.0012 | 0.0012 0.0031 HEVERZ(Se) 1.0
FHFRAR(D X 3) 0.0055 BHBRA(ug/ks) | 3.2
EZRADX10) 0.018
95%{E 2.0-7.0
REAHED) - et
DPT KE AW
P E i
RBHEE(ue/L) | 0.00063 | 0.0013 0.0025 RHRRHEEE 0.25
(u g/ks)
JRBHEX) 0.00070 | 0.0012 0.0026 | FEHEE (ug/ke) 0.40
EAERZE(GR) | 0.000048 | 0.000029 | 0.000085 IHTEX) 0.41
it 71(Dn) 0.000068 | 0.000047 | 0.00013 EYERZE(Se) 0.043
BRHFRF(DX3) 0.00025 BRHBRA (1 g/ke) 0.13
EEBHRDX10) 0.00082 ~
95%fEHE X R 0.086-0.29
RARSYE(Pd) 8.7 Gl




TPT KE A
SRBHERE(u g/L) | 0.00055 0.0011 0.0022 PR IR A 0.17
v (1 g/ke)
FEEX) 0.00059 | 0.0012 | 0.0024 | #EHEE(ug/ke) 0.40
EXEEE(eR) | 0.000027 | 0.000025 | 0.000065 AT EXX) 0.41
i 71(Dn) 0.000040 | 0.000040 | 0.000090 | FE¥E(RZ(Sc) 0.051
BHRADX3) 0.00017 BHBRA (1 g/ke) 0.16
EEIBR(DX10) 0.00057
95%fZ #E X [ 0.10-0.35
MM #(Fd) 6.9 (R
(BHZMBT A
: oy
S g/ | AR
(ug/ke)
INEEX) AEHREE (1 g/ke) | 0.010
EHERZE(oR) SHTE) 0.013
B Hi #1(Dn) EHRZESe) | 0.0021
BRSO X3) | BHRA(u g/ke) | 0.0066
E&ZRF(D X 10) _ 0.0042
5%
rEaEy | el .04




(SATiE7a—Fy—h]

§2 & W

EYEH i U EIP R
‘5g IMHBr 24/=JL 1MHBr A4/-1L/ BFBRIFIL/A%4(3:2)
Yo —MogE /BFBEIFN (1:1) 70ml EFBEIFL (1:1) 30ml £850 NaBr &% 100ml
B K = FE&KIE FILA) 588
7K Na, SO, A-4)-IAKL-4 pHS buffer Sml IMKOH/14/-)
BESH 10%NaBEt, i#& 1ml 40mi
FEBIK 15mi
i b3 70UV VhTAGY =Y Py T GC/MS-SIM
A%4 40ml, 40ml WE KD Sep-Pak Plus Florisil IS: 797 FILA R —d36
81K 20m BRI S%I-FAEHEAEYY 6ml
(AT EDRRE]
1. RERR
REROBZX 1177,
1.8 3 0.6
19 — 05 “
R — w,, | MPT pd
" / " /
= 1 / = 0.3
D 08 O /
al 0.6 / | 0.2
sV / u "
0.4 / o1
0.2 ' /
0 0
0 2 0 0.5 1
BEL BEL




E—JmEHEL

\

25
/ ’

2
3 DPT /
5
= /
T
4 /

05 £

0 / :

0 2
BEL
45
4
TPT

gé 3.2 /
}E 25 Z/
O 2
| 15 i
LV /

05 i

o 1 1

0 1 2 3 4
RELR

K1 28 DF EDRER

2. KR ERINEIY E 5

AR VT = —BEX L )bg \BEWEETINL CRIRERZIT>IERER 2 1U%

9,
#2 (KBERIMEBIINERER
Akt E(gwet) HME(rg HIEEEK EREEC) R ENRE()
MBT 5 0.050 7 129 16.2
DBT 5 0.010 7 142 10.7
TBT 5 0.010 7 119 17.9
MPT 5 0.050 7 141 7.2
DPT 5 0.002 7 104 10.3
TPT 5 0.002 7 103 12.4




3. EHEYE ORI COREWIZEE T AR5
MBT,DBT,TBT &E#LC MPT,DPT,TPT OSN3 HHEIES DR IICH D, £ T, MPTCL,
DPTCl, U8 TPTCl DA~ BT /b, 72hy RUSS /= L COREME RIS
S ERERE D~ ARIE(100 4 g/ mDE FNENAEL , SV OV TR D 7 FEOEYE
BEEHR(10 1 g/mD)EFRRLTZ,

*MPTCl, *MPTCl,;, DPTClL, *MPTCls, DPTCL, TPTCI
*DPTCl, *DPTCl,, TPTCI
*TPTCI *MPTCl;, TPTCI

SRR A 1 A % ECORIC, FEHEREDD Iml 20 BRL T=F /U ER, WIREMEZ
MZT GC/MS (ZEVRIELT-, FDFESE., DPTCL XY TPTCl IZ¥ESEF TR E TH o703,
MPTCL, {22 ClE, R2USRT 9, TR ARE R g ) — VEIRIZ I W CRE O RRIE S
EHIZHA L. DPT BT BIEN 0Tz, 728, MPTCL & & TR SR EREKIZ BV Th %
YWY BDOMEBELL TR, ZhuE MPTCL B3R OZE LI DB D THY, M E DB T
BRNEEZOHNB, 3, ~F YRR T AR T 5L DPT BERTHOT, EFRIC
MPT ZEH#ERRIE % BIEL T DPT DA KB 2NZ LE N DD LED DD,

16 10 !

' NETTEY R FrFo A
:\L‘J 12 L ﬁ 7 ‘ // } ‘
2 10 X ——wpP7| B [——wPT|
E 8 —=—DPT E 5 \\ )r/ }_-_Dpﬂ
| s \./ ——TPT | : U 7 e | —A—TPT|
Al LY a

: 1 A —

1
0 WP ) A " AN A
0 10 20 30 0 10 20 30
&Ersr (8) BBEEE)
e ? [ J
8
3 1: 1 BT TV L1 N IH/—
=10 ) —wpr| & S~ | —e—MPT
oy AN —w—pp7| HB° ~_ | —=—DPT
4 SN Do |
| ¢ ——TPT | s ~y |——TPT
U, u
2
2 oo .
Y. A T x ;5!! Ay \
0 10 20 30 0 10 20 30
ZERE(R) ZBESRE (R)

X2 MPTClL DEHEF TOREME



4. BIALIRORET

3 BEDF AR LA W% R C BT 35720 T HOSh RS2 B EL THER
B L AL TR BT EITUT, 22T, ARENOET IM HBr A% ) —/V/EffR =5
JULDIR AR CHIHL, WICHERE = F L/~ 5 (3:2)IR A VR CHHMIH D7 IR METL
=, IM HBr A% ) — v/ BEBR=F L (1: 1)IBAHIE 60ml IZK R E Kk O v — N E DAL
B4 Spg(A A BE) R TRML TRE L. 0%~#F10 NaBr ##& 100ml K OFFER =T /L/~FH
(3ORAVRR 20ml A% T 10 SRRSO ML, AREZ &b, 2hil~¥ > 100ml
2T 20 HHEL., KBEBREL Tr—F)—z/ KL —FTH) 5ml FTRMLTZ, RMERIC
20%NaBr Y& 30ml. MEA-FeiRI U7 ASEEIK (pH5.0)35ml KUY 2%NaBEt, ##% 1ml Z#I0L
T 10 43 RHELS - FHEABALL . HBLIEA~FT B IS NAEHEY E 2RI T GC/MS IZXVlE
Lz, Bt BWE Rk O s — My E O EIEEZ R 3ITTRT,

#3 HHICRIETEIR
NaBr(%) 0 5 10 20  fafn NaBr(%) 0 5 10 20  fafn

MBT-d, 3.2 18.5 39.9 66.9 80.8 MPT-d; 2.1 104 25.1 489 825

MBT 3.5 20.1 415 68.1 849 MPT 2.2 108 25.1 49.7 858
DBT-d, 77.6 93.0 959 97.2 88.3 DPT-d,, 64.0 85.5 86.8 90.7 89.9
DBT 82.0 96.7 97.2 98.0 91.7 DPT 68.9 909 89.6 92.7 94.0
TBT-d,, 82.4 94.1 97.1 994 899 TPT-d,; 769 83.4 81.1 850 793
TBT 84.7 99.0 97.9 98.6 97.1 TPT 81.2 87,5 82.8 87.2 83.0

Ll DfE A MBT & U8 MPT 2B8< 4 /8 Tl3 10%NaBr IR TH o2 BRI R BB O
#1000 . MBT & MPT % 7€ BANC I H 92 101X 82F0 NaBrifsig & iV B UE D DT LB 537>
77,

5. TIVH UG FEDIERS
SA VA LB )= Ty F I RbBFEEL T, BEMMBEOT NN HFERATHZ
LLL. SHBMBEDTF ALK T A AYEE T, SRYED=TF MLE%S 0ug &
IMKOH-T4 ) — VEREIC MU TR AL, 1 BKEL CEIREE R, £ORRERUT
TR, 2WE IRV TRIZH T RO oT,



#z4 MBEWE(EF VLB DT T AU

B R (%) [E U5 ZR(%)

MBT-d, 95.1(4.1) MPT-d, 96.6(5.7)
MBT 95.2(4.0) MPT 95.6(6.2)
DBT-d,, 93.0(5.2) DPT-d,, 89.8(5.8)
DBT 91.9(4.9) DPT 88.4(4.7)
TBT-d, 93.4(4.3) TPT-dy 91.0(5.0)
TBT 93.4(3.5) TPT 86.6(4.3)

n=4, ( YPIIFEXRERZE

ZITT, AWEREE ROV TEIRERINEIREREIT o7, 293N a /o m)3g ICHRYE
O ar —MpEE 3 pg ZHMLT, [RB ORI 0> CREHTAERE A AL, )
BIHTALRIR (CFERE-BERE U METEK 5Sml K& OUEERI/K 5ml &Nz TIRAL . 10%NaBEt, %
Iml ZHNL T 10 FREEEI LTz, 23T IMKOH/ 4 /— V¥R 20ml 2002 C 1 BEfRED
%, ~FH 20ml R ORSELK 10ml 2002 C 10 SREHEEI L, LB Iz~F4 2 B 1 iEHE
W EEINL T GC/MS IZIDRIE LT, FOFERIT. MPT DEIRED 54%L{EVEDD, £h
LIS Dt M1 92.7 735 11 2% Sz,

6. (A VBRI L DI )— T o7 OE
a. B A AREBARIZX DIV~ Ty

EYRBHI & SNBEI A2 RNICBRETIERNT, 7Ty 7 ROBE DAL R
BAERE IO CTRETR AT o1, MRE KR O s — My E OIS 1ug(A A #i5)/m)
D )— VIR 10ml 2 A A 28—k (Bond Elute SCX, 500mg) IZ& T L7z, KIZ
H—N)yPkxH )— N 20ml THE% ., 2%NaBEt, T4 /— VIR 5Sml @@L T=F 1kl .
WLz ) — Ve SR T, EBITAFY-xs /—/1(1:1)5, 10 KON 20ml T
HL, W HEE EO = F NVALBEO T HiRE &, 10%NaCl /KRR 50ml 2N 7%, ~F Y
> 10ml THIH LTz, FHRIC R E 2 HI0% GC/MS ICXVBIEL T, RRREL THERY
BROWas —MpE% 10ppg (2 2%NaBEt, =4 /— VISR Sml, ~FHr-x&/—/1(1:1)
10ml Z0 % TBLLIREEH L., 10%NaCl KK 50ml & A~F¥2 10ml 20z CEROHEE
17V, 2 100%E L CEIRRE KDz, Fo, —NoPr LTI ) —/1 10ml Z 457 B,
ZHUT 2%NaBEt, =& ) — VERIE Sml 2 INZ T ERRITERIE Lz, £ RWE KR Oy —ME
DEINEERKSITRT,



RS BALL BRI — Ny T H T LipDOELE (%)

TE)=V | ~FYV /28 )-(1:1) xH )= | ~FY /28 )-A(1:1)

e 5ml | 10 ml | 20 ml Be¥e | Sml | 10ml| 20 ml

DBT-d;q 0 85.2 | 100.6 | 92.0 MPT-d, 0 545 | 52.3 | 55.4
DBT 0 78.1 | 92.9 | 85.1 MPT 0 53.0 | 51.7 | 91.3
TBT-d,, 0 84.2 |103.6 | 92.6 DPT-d,, 0 81.5 | 97.8 | 91.2
TBT 0 79.0 | 95.7 | 87.6 DPT 0 75.7 | 91.3 | 83.4
TPT-d,s 0 87.1 |108.6 | 99.6

TPT 0 91.2 | 113.9| 102.4

VU EDORERIY, ROZENFEREINT,
1) XY Kk Oy — M) BIIGA A AR BB IRICRE L, =4/ — /b 20m] TEHEHEL THHE

HLZzW,

2) BAA A ABIZ NaBEt, =4 ) — VIR & BB T AT LIZ IV EBAX T = F /U BEN S,
3) =FMEENTE AR I~/ F )= Ve AV TIRE IR TED,
7, FEMSCAREOBEESL 2~ 10%D&EFEH TRITLIZA, 10%5EE AV TH MPT DEIX R
D1 EIXRRC Roden o7z,

b. BAAVRTEBIRICLDIV— T T
B4 R R AR T BRIV —0 T v 7 LU TRAZ SRR BRIZ DUV TRETLTS,
FREH21E Bond Elute SAX(Img F3#), TOYOPAK DEAE M KR UN=2E{b% MCI GEL CA08P
(#tHE 100ml IZF5HEIK 100ml &R OFRBRL RS 1g ZMNZ TR LIZHM) 1ml & iz, X8
W& 10 u g & /—/V 10mlIZEfRL, HH—N v VICAR LTy ) — M XD B —
VR SRDTE, FORERAEFRE~SITTF TN, TBT KX TPT (2 2oW T, BEICKVE &7 —
NEERBLDD, F )—/L 20ml AR T 62~90%E E BRI NDI LMD o7, L, £
DIDEFEAZLEWITTE ) —/L 30ml L ThE K S DE HEIZ L FoTz, D72, k&
A R e T 7V — Ty I A LRIl LU,




#6 Bond Elute SAX 1mg 2L DEH SF—

%ﬁ%@ R %) )
WHZ®E  0-5ml 5-10ml 10-15ml 15-20ml 20-25ml 25-30ml
MBT 0 0 0 0 0 0 0 0
DBT 0 0 0 0 0 0 0 0
TBT 0 20.5 27.3 12.2 1.58 0.33 0.13 62.1
MPT 0.16 0.17 0.51 0.50 0.02 0.08 0.36 . 1.80
DPT 0.03 0 0 0 0 0 0 0
TPT 0 2.5 21.7 29.3 12.2 3.0 1.0 69.7
#7 TOYOPAK DEAE M /bD¥RH S 7 —
DEAE M %mﬁ@ ) [T 2R (%)
FH=  0-5ml  5-10ml 10-15ml 15-20ml 20-25ml 25-30ml
MBT 0 0 0 0 0 0 0 0
DBT 0 0 0 0 0 0 0 0
TBT 86.3 3.76 0 0 0 0 0 90.1
MPT 0.11 0.06 0 0.02 0.38 0.07 0.17 0.82
DPT 0.06 0.04 0 0.02 0.03 0.01 0.01 0.16
TPT 55.2 32.8 1.75 0.41 0.20 0.16 0.16 90.8

%8 MCI GEL CA08P HDEHI NN E—

%ﬁﬂ#w VR HZE%) )
WH=E  0-5ml  5-10ml 10-15ml 15-20ml 20-25ml 25-30ml
MBT 3.53 0.15 0.04 0.02 0 0 0 3.72
DBT 0.66 0.52 0.98 1.27 1.41 1.52 1.70 8.06
TBT 85.0 3.6 0 0 0 0 0 88.7
MPT 2.07 0.10 0.06 0.01 0.08 0.43 0.02 2.78
DPT 0.83 0.04 0.01 0 0.06 0.01 0.02 0.97

TPT 71.1 10.3 1.68 0.78 0.58 0.34 0.31 85.1

SBHE TIZ IR DL B A A IR B EINRME T 52800, YD PHEA I
2 B¥ CHIHI % NaBr K TS B ENR L E TH B, MBT K U'MPT Z BT 5729 IZid
gaFn NaBr TR CRE L2 HUZ7e B7av A8, 10%NaBr YRIRE HLERL CTHE RIS ) VRVIE R D
T LREMG, S ERE LTS A4 AR A H B DRI LERTELT,



7. 7NN PRI B EBI) =TT
Sep—Pak Florisil % VW THBEAXLE W (=F AE) DIV — 0 T o7 FEERE LTIz, —
My ~F Y 1I0mlTarF4ia=r 7%, ~F Y 3EE Iml (10 pg/mD) ZRAEL T, 5%
TxF Nz —TNEF T 10ml TERHLE (LE/) . £OFER RIUTRLIZL)1Z4ml
TIHE 100%8 H L7272 | VE R E 4 6ml 2 LTz,

#9 Sep-Pak Plus Florisil 236D EH 37— AT /VALK)

V& H (%)
0-2ml 2~4ml 4-6ml 6—8ml 8—10ml
MBT 94.8 2.3 1.0 0.9 0.8
DBT 96.2 1.6 0.8 0.8 0.6
TBT 95.3 2.5 0.8 0.8 0.7
MPT 54.1 43.4 0.9 0.9 0.7
DPT 2.4 93.4 1.7 1.4 1.1
TPT 2.4 94.0 1.6 1.1 0.9

8. EHIEL DK .

A B SRBH R Ar)5g BERERL . AR (OHTHE A) R OVERR 3 4 BE LA E o HTiEBR R A
BN FE (ARSI Z— . SHE B IZiE-> TENT NG LT, SiTERER 10
R, B SHTEE BIZOWTIE, AT D BEANCRT R E D EKFR(LHE 0.05 u g 2L
THENERELLTERLE,

710 AR EIO S ATED L

ST E (u g/ke)

A B
MBT 13(14.9) —
DBT 2.0(12.5) -
TBT 10(2.6) 12(0.9)
MPT ND -
DPT 0.13(12.6) -
TPT 0.49(3.2) 0.7(6.9)

n=4, () PNIZFEXRERZE
e BRBHSEEEREHC VT, AL TR 9 FELEHEITERERERSTED
FFHEGSHTE O TONTUIRERER 11T,



£ 11 HRBLEEEDSATED L8

SHTE (ng/kg)
A C
MBT 730(5.0) 250(2.1)
DBT 300(1.9) 190(6.4)
TBT 150(6.3) 140(5.5)
MPT 48(19.8) 34(13.7)
DPT 2.1(3.8) 2.3(10.5)
TPT 2.9(37.4) 4.3(40.5)

n=4, () PITHEXHEERZE

9. BHWEME D+ ARRI MV K USIMZa<h 755
KRYE BLOEKRT WD =F MUED< ZAART I ERKZ~16 (TR T, £z, £
NOHDSIMZ a5 0% K 17 1IT5RT,

1882 287 _ 1eex ~ 287

] 297318 354 481419 443 ] 341 377 481419 4ae |
58 168 158 2808 258 388 358 408 458 s8 188 158 2p8 258 388 358 288 458

K3 ¥'7'FNVY 2F VAR (DBT-EBt,) DTAAN MY B4 W7 FhrFian (TBT-E) O~ Azl

1882 S5 - 1&3 3?3

197

355 375

416435
458

S8 198 158 288 58 388 358 488

M5 Mrfazz=paz® (MPT-Et3) @by K6 ¥ xfwy 7z2vax’ (DPT-Etz2) Dvaan"7hv



L

58 168 158 208 258 388 358 498 450

7 17‘IV[~U71:}V7\X¢ (TPT'Et) DIIAN I My 8 VT FMTIFNAR -A18 DIAAN S My

282

58 1p8 158 208 258 308 358 408 458

B9 M7 FwzFwar’ -da7 DA b K10 MIFw7zohiz’ -ds DIRIA" ) b

30 168 158 280 58 368 358 4188 458

11 V' ZFPY T2z VAR =d DIARNTIY 12 FWM)722hAR" -d15 DRI by



318 _ 100%

122

56 1006 150 260 frad]

13 78977 FVART -dss DIAAN F bW 14 FF7722WAR" -d2o DIAIN J IV

tea 179

235

SKP np
BKG.‘

BXG

2682 304 327 359 383 415 441
358 488 458

166 158 200 Zs5e 380

16 MFVT FVAR DRAAN Y

50 184 156 208 258 368 50

X 15 MzFAVTFNVAR -dg DTAANI MY



1?7%

244

6.?73x !
235+ ]L MBT
z79t Jt DBT-dis

: o]

T T T T T

T T 1

A

T

. T:eBT‘dseA |

18z ) ' 1 ’ T

Loy

3184 TBT-ds7
S.78%« R I v T T T T

263 R . A TBT

T T T T v T T
200 4088 680 8688 18808
7:36 8:38 9:48 16:45 11:49

A
T

S1z

seo l MPT-ds [
3422z
2531 LMPTJ

212.‘ T T T v T T T T T T T T T T T

ppp T ——— T — T T
383 ’ DPT
' T T | T

164 T T T T T

T ¥ T T T T

‘t TPT-dis

366

14z | ' ! v | ! ’ ! ' ! N I 1

351 ﬁ‘ TPT -

| v v [ ' ! v [ ! N 1 v 1 N
680 1208 1800 2408 3088
9:48 12:54 15:57 19:088 22:83

X 17 BWE R OCEARTSNAHDF MALED SIM 70w b7 T4



10. SRRV —= KB

SRR ) — =2 7 BB R O SRS B F ISR,

LT FINAX (BBF0 5T . KERTRIE)

AN 7 F VAR (BEFn 57 4EBE RBRITTHIE)

pH PR 1REE % SAE PR 18R % _5 i
(mg/L) FEET  EERA (mg/L) RERT RS
5 10 100 95 - 5 10 118 70 -
7 10 100 110 90 7 10 114 44 56
9 10 100 93 - 9 10 107 121 —

ZHRAET == VAX(BERN 63 R RIRFTHIE)

pH  1RRI% _ S R%
AT JE R
5 99 98 -
7 104 100 99
9 107 101 —
[BRERBOITRER]

THRAYT 2= VAKX (MR 63 £ RBRTTEIE)

» 5 A&
PHIRRE s s
5 101 81 —

7 102 95 98
9 105 90 —

EWRE N =—EX NI AEGHTEEEA LT, ZORER, MPT LS OETOXEY
EARESNIz(OFTRERIZER 10 D A S R), EEMEE IR B IINOBE O 4547

BlEX 18 ROV 19 IZRT,
8.2% MBT-ds
244 k
8.43% " T " T ' T I T ! '
] F MBT
2354
3.23'5 T T T T v T T T T T

2794 ; DBT‘dlS

8.29 j ' ’ I

DBT '
2614 ﬁ
8.68% " T " | E— T T : ; 4 e
318+ TBT-iw TeBThdss
B.38x T T e e
263 ATBT
A O
' 308 ' 680 ‘ 988
8:87 9:49 11:17

X 18-1 AWEll} (07, BRI OLATH



8.13y

st MPT-ds T
Be?d T T T T T T T T :

s3] MPT | I
3.374 T -~

313 DPT-diwo ﬁ -
8.18x i ! i T T T L T T T " T r T

463 DPT L\ i

B.BBZ T T T T T T T T T T T T T T

366 - TPT-(Ek

a.38:4 T T T T T T T T T T I ¥ 7 .
3514 TPT ‘. o
T T T T Y T T 1 ¥ T y T = T T
660 12868 1888 2408
9:48 12:54 15:57 19:08

X 18-2 MRkl (e, REEEESIN) O 5476

8.47%

paa }LMBT-dg I
8.92y —r - T T T 1T T 1 :
235 | MBT I
g.a2z . ' . ' . . T - - T T 1
220 | DBTd [
g5y T T+ T T 1
ot DBT h I
-7 L '
318 TBT-dar TeBT'C}las {
8.682 — T A T T
23] \ ter| *j
I ] ‘ 3é8 ' l ' GéB ' I ‘ géﬂ l B ' I
8:87 9:48 11:17

19-1 48317, BRI O5HTH



8.23%2 MPT-ds _
268 l‘ s

1.854% ) '

253 J‘

9.11x ' '

313- DPT-dio ﬂ i

8.224 i T i T " v " T " T T T " T

128y . - - r T T

3667— TPT-dis , i

8 .35 T T T T T T T T T T = T f ;

351:[ TPT f L

T I -
608 1206

T ' ; l T
1808 2408
9:48 12:54 15:57 19:81

X 19-2 Akl (354, EHERN) D6l

[FF 4]
AR IV EGHB I p g/kg LIV TIFET D 6 BOFEAXLEVEERTDHIL
75§'C$%ZDO

BE I
1) BAFD 59 FELEME SITERRREREE
2) WFn 63 FEACFEMEOITIEFARAEREE
3) Wik 3 FE(LEMELOIERRRERES
4) Vrl 5 FECFMELITERRREREE
5) RET/AKEEER SNAMENSURENEVEREG E~=aT7 VOKE, EE. KEE
")

8 Y AN TR SR T e

£ Fr: T804-0082 At ui A AR K #h 1-2-1
B 3%:093-882-0333

FAX:093-871-2535

HYE: AR EE, ME Fok



SO R i

L. BB BB TR\ M

FEDF AR 3 AR TR OHRAE IR > TR L2 T RHRIC AL, RTAT A
AT AL CRBE TN 5.

2. HEBIOBIAIEEITHRE

(BB FTLIE ) R O BREHE D RE N - CGRELLI2RBHRE 7 TNV EI I AT AT
MATEELTER5,



WH4% DFIET B —F 3 —h ik
Gx7) GC/MS-SIM
VT FNAR A %745 :DB-5ms
N7 FL AR LAY REH 5¢ i RS 51 £X30m
7xZVAR{CE W) Yor MR IMHBr-MeOH  IMHBr-MeOH PN 0.25mm
:/'71—'—11’17\vﬂ§’é\1% /AcEt(1:1) 70ml /AcEt(1:1) 30ml H%E 0.25um
NIz ARCED | o Bk - o | e eI
£3F0 NaBr BB —Tn' K Ul 10%NaBBt, TRHHRR
ACB/Hex(32)  gaem s 41 pH5 buffer 4 (ug/kg wet)
2 o VTFNARIEEY  0.96
L{7wn) 5 HhH] BK-BE— | W7 Faxibads 1.3
IMKOH/EtOH Hex 40ml, 40ml JBUE KD Te=MARALEY) 3.2
40ml ERKE AT VIZNAREEY)  0.13
GO/ NS N7z=AAR L& 0.16




Dibutyltin, Tributyltin, Phenyltin, Diphenyltin, Triphenyltin

(1) Flowchart

Biological sample 5g Extraction Filtration
surrogates IMHBr-MeOH/AcEt IMHBr-MeOH/AcEt
70ml 30ml
L Extraction Dehydration Concentration
AcEt/Hex.(3:2)
30ml, 30ml
L Ethyl derivatization Saponification Extraction F—
pHS buffer 5ml 1MKOH/EtOH 40ml purified water 20ml
purified water 15ml Hex. 40ml, 40ml
10%NaBEts 1ml
l— Concentration Cleanup Concentration
Florisil cartridge column

L GC/MS-SIM

Tetrabutyltin-dse

(2) Abstract

Add surrogates to a homogenized sample (5g), then extract with 1M
HBr-methanol/ ethyl acetate (1:1, v/v, 70ml). Filter the extract, and add the filtrate to
saturated NaBr soln (100 ml). Extract the sample soln. with ethyl acetate/hexane(3:2,
viv) twice (30ml, 30ml), and combine the extracts. Then dehydrate and concentrate
the extract to 5 ml. Add buffer soln. (pH 5.0, 5ml) and 10% of sodium tetraethylborate
soln. (1 ml) to the concentrate for derivatizing organotins. Add 1M KOH/ethanol (40
ml) to the derivatized sample and shake for 1 hour at a room temperature to
decompose fat. After saponification, extract the sample soln. with hexane, and
dehydrate and concentrate the extract to 2 ml. Load the concentrate onto a Florisil
cartridge column, and elute targets with 5% diethylether-hexane (6 ml). After
concentrating the eluate to 1ml, determine analytes by GC/MS-SIM.





