kR B A pE e > 2 —
DRFEREAAR - K]

VAFIVAXILE Y

Dimethyltin compounds

T/ TFIVARLEY
Butyltin compounds
VT FIVAZXLEY
Dibutyltin compounds
O s OS]
HC /X DRAF VA LG
/Sr\ CAS %5 © -
K 57 T CHgSnX,
X N NN
/ T/ T FIVAREY)
H,C /\/\/Sn\ CAS &5 ! -
N 53730 ¢ C4HoSnX;
X NN NN
/ T F VARG
H3C/\/\/S CH, CAS &5 : -
X ¥ T CgHigSnX,
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(Ve b 2Ry PEIR]

AIETIE, TNZEN Pl D2 REFROERIS T Lz,

W RYE % ¥ y/Ed CAS &5 773K
¥ OMVAR AL EY) AR MVAR 753-73-1 C,H,SnCl,
)7 FVAR AL E Y =T FVAR 1118-46-3 C4HoSnCl;
VT AR LS RS T AR 683-18-1 CsH,5SnCl,

P AR FECISR Y,

e Rl - e
WY, CIZVIUTI T S O
VER) (°C) g £
0.127 ¥
219.67 " b 20000 -1.06 *
St D0 N g M 6
' (FHEE) :
289 182 -63 1.25° 73090 >
=IAET FVAR 281 '8791) 93 (25°C) (25°C) 0.41°
' (10 mmHg)?  GI&EH)  GHEM)
85"V 431 29 2mg/L © 1.56 9
T 303.85 3 | 92mg/ 566
(303.9808) 1351 (100°C) (20°C) 0.97 9
(. g%
(F1E)
B AFIVAX Zwv b (#%I1) LDy - 160 mg/kg"
LT FIVAX v b (8BI1)  LDs : >2000 mg/kg”
Y TFIVAR Zwv b (BI1)  LDs - 100 mg/kg"
(]
TR AFIVAX 375 W8 AR R )
“HETFIVAX 77T AR MLEEA], LY ) VBIE L e A, fil
B ®)
e T FIVAX W ZE I Rk, il
H i

1) &R b2 2 it s A 7 L (KIS-NET)
2) Webkis-plus (b T — X% —X—X)
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3) Concise International Chemical Assessment Document 73

4) (bEYERRE SIS A 7 LN(CHRIP)

5) SRC PhysProp Database

6) BRIEE LB OREEY X 7 5 8 &

7) SIGMA-ALDRICH MSDS

8) EREiE ALEMHET 7 7 b —F

§1

(1) FHrEORE

T

HOEMNUHIEZRINU KA ROKERR 2R S, Yar— b s
ZMMA T pHiA®E, 7 h I ZFIVEATEEF MUY LZINA THEERIET %,
ANFT 2 CTHEEMME 2. Bk, JaV IV h— ) I h S L2
WTHERIT %, B, ) VY 208 7 NEEHEZZ I L T GC/MS-SIM Tl

EY %o

(2) A - Z5H

e

THEY AFIVAR
SHIETFIVAR
“HEY T FIVAR
LY ATV A R -d
ZHET F R A R -dy
LY T F IV A Rdr
p-TOET VA ORYE Y

ThIIZFIVRTEEFT BT L
e

{373 RN

N

7R

TX/—)V
iz aral NVRVAVN
=8 | oall NRVRVNN
2 mol/L &%

D HEIEA T ERL >98.0%
: SIGMA-ALDRICH %  95%
DDA T ERL 96%
D MRREEE T 2EEL 99.9%
MRS TR 99.7%
D ARIEE T 2EEL 99.9%
DR AR KEEERA (1 mg/mL, X

2 — )VIsiR)

DRI TS >98%
D HERR T3
IR TR AR

AR RF A

97

DRGSR T3 E R ESK - PCB i
(5000 15 %E)

D FIEREER T3 E SR ESK - PCB AR
(5000 {5y %E)

ORISR TR SSRRR R

DRGSR T A R ESK - PCB AR

D FIEREER T s SR ESK - PCB AR

DR TR wE o



FrdK : Milli-Q 7K
7)) A=t I AT L Waters B Sep-Pak Florisil Plus
Long Cartridge 910 mg

=3e=alyd DRI TSR 5ESE TR
X&) —) D ADERISR T2ESR Lo/MS H
Vi A V2 DRDERIER TS SR RS - PCB AR

(300 5 1E4m)

(AR ORISR
(2 mol/L FFEE-FFiE 7 b U v LRE R (pHS))
e 30.0 g ICKSEUKZINZ T 250 mL & U7z WERETAWR L WERE T U 7 L 41.0
g ICREDKZMA T 250 mL & U7eFEiE 7 b U U LRk 23 d %, i, BE
W7 bV U LBRICHHBIS R 2 A 7AW 5. pHS L2 KD ICRAET %,

%W T NS ZFIVERIBF VI L-TX /) — )VIEHK)
TRIZFIVAIEBF )T L0lg2T R/ —)VSmLICIART %5, TD
MEEIHIE LTV, RT3,

(0.4 mol/L 58]
2 mol/L ¥5fi# 20 mL IHGEUKZ I Z T 100 mL £ 3 %,

(1 moV/L M- X & / — )LIATR)
AR —)U3LICIEENE 273 mL ZINA %,

(PR DR ]

(FRYER)

THAEY AFIVAR, LT FIVAZIKRC b T F VAR T NTE
N10.0 mg OO, ANFY Y (NF T CHEBELICSWEFIE T2V
ZMA%) T10mL & L T# 1000 pg/mL DOFREHEF L & i35 %,

T Y T F IOV A X OFEREF R R — )L EXRy ST 3mL 77H L NFY
T10mL & LT 300 pg/mL O (b Y T7F )LV A XHEHER 2 83 %

R ZNFNR—)LERYy F T 1ImL 0L, 7€ h>2T100mL & L
T, BEEER (T AFIVA R 10.0 pg/mL . =T FILZA X 10.0
png/mL, —HHLTFILA X 3.00 pg/mL) ZF%T 5,

(s — F WEEHER)

THEY AFIVA X -de. ZHAET F AR X-dy N O ALY T F IV A R-ds
ZENZTN 100 mg BOHD . NFY 2 (NFH AR LICS WIGEIKIE
T b UEMAD) T10mL & L TH& 1000 pg/mL OV 177 — b NAZHE R &
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CLE e
vl — FAEEREZ TN TN I mL L. 72 2 T100mL & LT,
10.0 pg/mL Y17 — MEGAEER ZFHET %,

(V) VI RIA T NIEHER)

p-7OETINATNYE Y 1.00 mg/mL (A X/ —)VIEWK) 7 2.00 mL 57HY
L. 72 F>T20mL & LT, 100 pg/mL >V Y 284 7 NEEHEJE ik 7= 3
8l9 5, VU IASNA T NEEERW 2 1.00 mL 77EL., 77+ F 2T 10 mL
E LT, 100 pgmL VU I ZNA 7 WEHER ZTHEL 9 5,

(bR B AR

50 mL &R — Mk MU DL 09g, FERUK30mL, NFHY 2 3mL
ZMATIRE SRAG Uk, AR (CHEY AFIVA X 10.0 pg/mL |
=HET7FILA X 10.0 pg/mL, (LT F IV A X 3.00 pg/mL) 5.00~150 pL,
Yo s — MESPARERERR(10.0 ug/mL)100 pL. 2 mol/L HFEE-HEifE ) b U 7 L&
E 1 mL ZinA ., B<IRDEE S, RIS 2%w/v)7T M T ZFIVKR T R
T I-T R —IVIRIR 0.5 mL ZHRIMU T 10 0REE 5 L, #Ek. NF9
JE7Z =72 AT % GE Do KEZ T — IR LU AFT 2 3mL
ZEHMLUT 10 0MIRE 5 L, §#iER. NFTVEZITIL. =f7F A3
BHOE S UK T U T LTHUKE, 518 L CTHED A EEAERE ICHD .
D) VY AISNA T NEERERR(10.0 pg/mL) % 100 uL HIZ . NFHY 2T 10 mL I
ERL. MY AFIVA X 5.00~150 ng/mL. =L 7T FIL AL 5.00~150
ng/mL, i TFILA X 1.5~45 ng/mL DMREMRAEERE T 5,

€:2=)
WA —F (50mL, 1000mL), AAT7 T A, AAYVY VRZ— KF—)LE
RNy b7y E—h— =M75 X0, HEEERE (10 mL,
20mL. 50mL). 7F&HE (o A8, ke — sARE 5 24
AT AesEE, BYEZEHATEANC K 2%, 1 mol/L HEE- X %/ — )VIAHK
FFERCRICHH T2 0T AMEZR) . iUk, 7 F2, A"FH v
DIETHH LIz OREHT %,

(3) Tk
GRUR O FREUR GHR7E]

BlEds MY RN A E o TF51E ) CER 21 3 H) IKHE5,
FREUASRICIEI AT AP O Y (PTFEED Y TR LJEE) ZHW., 5
ML 04mol/L it 6 mL Z ANTHEHEZMEL THL (E2), TORIEA
AHCKERUEL 1000 mL Z Y % o RlRHEEREL | 30 SR BRI EZ 1T D 6
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R A B WG RIEENCRFE T 5 L L i 2 HEBA TRIFT 55
Al BRI 2 HNIC Y 17— MESGWEERZ RN U, 6 HLAWNICHliHi#
TEET25E 79 %,

(EARL D Fi LB Kz U BR TR D 7 54 ]

KEEVEHC Y a7 — MRS NEEER (10.0 pg/mL)10 uL ZhinZx CTEA L7214,
£EZ 1000 mL 37 HE— ML, ANFY 2 25mL, HtF MU T L 30g GF
3). 2 mol/L WFig-Wile 7 Y v Lk 25 mL Z2inA. lk&EHEET 5. X
IZ2%(WN)T N T ZFIVEARTEFT PV L-Z X2/ —)UIEH 0.5 mL Z L T
10 Rk E 5 U, #rEitk,. NFYVEZ=MAT7 5 AT %, KEzZD
HWa— MCRLU, NFT 2 10mL ZRIM LT 10 2R E 5 U, §hHER, NF
Y UEZTIRL, ZAT7IXalCEHbE %, NFYVEZHEKRBS )
LTHUKZ, AU CTHED A ZEBEICED . EEXUR H0.5 L/min) T 10
mL FRE L TIEMiT S (E3). TOBKENFY V10 mL TaAVTo¥az
> 7' U7z Sep-Pak Florisil Plus 71— bV w JICB i L, @il L7z B D
FERBREICEINT %, EHIANFY Y 5smL THEH LU, HE D EalBrE I
BbEb, TNEEHEKH FO.5 L/min) THEM ((4) L, 1 mLICEARE. &
) Y Z0RA 7 NEEHEH(10.0 pg/mL) 7% 10 pL AN L TRk & 9%,

[Z2A BRIk D]
Akt & A C R ORIk Z v, (R ORTLE K UFBRK D] I[Cit-> T
BIEL. ooz 22mBiili & 9 %,

il
(GC/MS 4&154)
fili FH A e I GC 6890N (Agilent Technologies %)
MS 5973N  (Agilent Technologies HY)
i A5 L : DB-5ms 60 mx0.25 mm, 0.25 um
(Agilent Technologies %)
717 L : 40°C(2 min)—3°C/min—80°C—10°C/min—
200°C—20°C/min—300°C(5 min)
AR 1 280°C
sl RHEL A 7 75 D7V ARZATY w b L A48 psi(0.7 min))
alRHE A & 12l
FrUVv—HRA :NU T L CGENiE 1 mL/min)
AR =T —ARE  :280°C
A & PRI 1 230°C
A F MbEE 70 eV
mE—R . SIM
5

100



T X—AF

DMT-2E¢t" DR m/iz179.0  WERR m/z 177.0
MBT-3Et" CEE miz2350 WERR m/z233.0
DBT-2Et" CEE miz263.0 WER m/z261.0
DMT-ds-2Et™ DR m/z 1850  WEER m/z 183.0
MBT-do-3Et " DEE m/z244.0  WEER m/z242.0
DBT-d;s-2Et"® DR m/z281.0  fEER m/z279.0
p-7" HETIVAOA" VY Y CER m/z174.0

LY RAF )V A AL EY D TF )V EREER
') TFIVARCEY O T F VLA E A
BT FIVA G D T F IVALAEE
LY XTIV A R -ds D T VAL BB
D= T F VA R -do DT F )AL A A
. L T F IV A R-dys DL F UL KA

(2R
MR AMERR 2 uL 2 GCO/MS ICIHFEA L, MEYE &Y ar — N NEEEEY)
BoOY— 7 miEt k CIRE LD S MERZIERT %,

(E&)

BRI 2 uL 2 GCMS ICHEA L, REYrE ey oy — FNEEEO ¥ —
JHELED SR EOREE 8k ZKkH 3, £/, p-7ut7 )4
NEVFYay— s AEEYEORIIR ORI HT 5, Yur—T~A
FEHEYE D [A|INRIZ, 50~120 %DHEIFANIC H 2 HEHNH %

(EEDOREH]
AR IR C (ng/L) ERXRIC KD RHIT 5,

C =R -0W

R MEH RO =Y 0 — b NEEEY RIS T S R E IR
EoDH
O EREHICHIN U2y o —  NEEREY L O & (ng)
(=9 29 a7 — b NEERER DS (ng/uL)<iRINT %Y a7 —
I REHAE R D S B (ul))
VoiERE (L)
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AKOMECHE > ey, LN OBEZEH T %,
Q=100 (ng)
(= Yoy — b NEHERRDEE (10 ng/uL)xY 17— s NEHER DA &
(10 uL))

¥ =1.00 (L)

EIRSN
C =R x 100 (ng/L)

TH%,

(FEERH TEMEJDL))
ARHIC W2 GC/MS O IDL 2% 112R9 (F 5).

%1 IDL OB HAER

W, IDL AR e IDL AR
(ng/mL) (mL) (mL) (ng/L)
I AFVAR AL S 0.49 1000 1 0.00049
)7 VAR AL E W) 0.17 1000 1 0.00017
VT FVAR AL E YD 0.20 1000 1 0.00020

*RE R TR YRR

(HlE S O FREMDL) R CEE FREMEMQL))
ARRESTEICEH TS MDL MU MQL 7 2 Ii:79 (7 6).

%2 MDL & U MQL B H 0453

T4 AR BRI = MDL MQL

(mL) (mL) (ng/L) (ng/L)

I AFVAR AL E YD 1000 1 0.00080 0.0021

)7 VAR AL EY) 1000 1 0.0017 0.0043
VT FARAEEY) 1000 1 0.00026 0.00068

*RER e TR A

A7

(GE D PR 9 FRALZEZYE AR R E RS & (BRBIE(1998) THRENE
NICAERCRSSRIFICEED <

(£ 2) £/ T FIWVAKEEYDYRIEREZ ) < 7o DIz RIS % o SRIVA
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MICEATAEDEDZH VS, AETIE, AT RAERQLOE Y

(PTFE EO v T Z LfF&F) ZHWV,

FUEHERELDES., SREARRICH 5 U8 0.4 mol/L HHEE 6 mL Z NN
LEEZE> THEL, dbRI%, HUEHEREZRD, HEEMHHKE
AELOAEEZRD D GlEKOAEREIL, EEZ 1.03 TRBRLUTRD S),

(F 3) wEkEEHCIEIE(EF U O L2 TN Lisw,

(FE 4) FE RO I A F IV A L EMEIFFE LT WV izd, EESUR RN
T 5, CONR, BMLIETRVWEIICHEET S,

(7 5) IDL (&, MY EBREHEFREIRMO T5(Z ) CEK 21 43 H) I
HUTHM LU, BEHERZE 3 IR, F£/HX 1-1~1-3 I IDL #ll
ERO 7ax 8T LERT,

%3 IDL OB H SR

- I FFVAR )7 FVAR I T FVAR
R ey ke fLam
AEE (L) 1.00 1.00 1.00
AR (mL) 1 1 1
HEATRIEE (ng/mL) 5.0 5.0 1.5
WiEE AR (ul) 2.0 2.0 2.0
F55 1 (ng/mL) 4.83 5.24 1.57
FE S 2 (ng/mL) 4.85 5.29 1.55
F5 R 3 (ng/mL) 4.89 5.18 1.64
F5 59 4 (ng/mL) 4.71 5.25 1.50
FEH 5 (ng/mL) 5.02 5.24 1.53
#5596 (ng/mL) 5.08 5.28 1.49
FESH 7 (ng/mL) 4.85 5.31 1.56
M (ng/mL) 4.890 5.254 1.548
FEAE(R 72 (ng/mL) 0.125 0.0426 0.0507
IDL (ng/mL)" 0.49 0.17 0.20
IDL FORHEEfif 0.00049 0.00017 0.00020
(ng/L)

S/N Lt 11 62 12
CV (%) 2.6 0.81 3.3

*1 R TR YA
*2 1 IDL=t(n-1, 0.05) X0, %2

103



TN BT R
AF> 179.00 (1 78.70 — 179.70>: O306—02.D

1200
1000
800

600

e L DMT-2Et (m/z 179.0)

200 J_'_/g 14.28 I
I —
o 1

T T T T T T T T T T t T
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20

Time——>
FIIN 2R

AF> 17700 (1 76.70 — 177.70>: O306—02.D

1200
1000
s00
I
600 | |
I
[
ao00 /‘ |
| | DMT-2Et (m/z 177.0)
200 w 1a.2s8
e~ N AN _ S
1300 1320 1340 13/60 1380 1400 1420 1440 1460 1also 1500 1520
Time——>

TN mT R

T3> 185 .00 (184.70 — 185.70>: O306—0=2.D
3000

z2s500
2000 1a.16

1500

1000 «—DMT-dg-2Et (m/z 185.0)

500
| |

2’280 12300 1320 1340 1360 1320 14.00 1420 1440 1460 1480 15.00

Time——>
TN ET R

SO0 74> 183 .00 (18270 — 183.70d>: O306—0=2.D
2500
2000
1 500
I
|

1000 |

I
I «—DMT-dg-2Et (m/z 183.0)
\

500 |
|

o T T T T T T T T T T T T
12.80 13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00

Time——>
FINDETUR
474> 174.00 (173.70 — 174.70>: 0306—02.D
7000
6000
5000
4000
3000
2000
1000

18.21

< p-7" TEIVFIA" VX" Y(m/z 174.0)

o‘H“HH_‘H_HI“HH‘HH_H‘_H“HH‘HH‘HH_H“H
1-1 IDLHIERFD 7 ax b7 5L (FAFIVAZLEYD)
(VRAFIVAZILEY) 5.00 ng/mL Y077 — b NEEHEYIE 100 ng/mL
) T AI8A 7 NEHEYIE 100 ng/mL)

Time——>
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TN @I R
aso 173> 235.00 (234.70 — 235.70)d: O306—02.D
300
250
25 07
zo0o

ree «—MBT-3Et (m/z 235.0)

100

50

O T T T T T T T T T T T
24 .00 24.20 24.40 24.60 24.80 25.00 25.20 25.40 25.60 25.80 26.00 26.20
Time——>
TN ZT R
as0 74> 233.00 (232.70 — 233.70d: O306—02.D
300
250
200

150

100

501 . —

ey
|
|

O T T T T T T T T T t T
24.00 24.20 24.40 24.60 24.80 25.00 25.20 25 .40 25.60 25.80 26.00 26.20
Time——>

TN TR
ATAH> 244 00 (2Za43. 70 — 2444 70): O3I06— 02 . 1D

S000
5500
5000
4500
4000 24 .97
3500
3000
2500
zooo —MBT-dy 3Bt (m/z 244.0)
1 500
1000

500 1 I
1

2hloo zalzo zaldo zaleo za'so 2500 25720 25 40 25 60 =25.80 26 .00 =26.20
Time——>
TN mT =
A 242 OO (Z241.70 — 242 .70d: O306—02.D
6000
5500
5000
a4500
4000
3500
3000
2500
zoo00
1500
1000
500

T T T T T T T T T T T T
2Za4.00 24.20 24.40 24.60 24.80 25.00 25.20 25.40 25.60 25.80 2Z6.00 26.20
Time——>

FTINBT R
474> 174.00 (173.70 — 174.70): O306—02.D

7000

6000

5000 18.21

4000

3000

2000
1000

—p-7" WETWAUN" VX J(m/z 174.0)

——— 77777
1700 17.20 17.40 17.60 17.80 18.00 18.20 18.40 18.60 18.80 19.00 19.20 19.40
Time——>

1-2 IDLHIERE D7~ F 7T L (/7 FIVA LG
(£ / TFIWAXEEY 5.00ng/mL Y7 — k NEEAEYIE 100 ng/mL
) TR 7 NEHEYIE 100 ng/mL)

10
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TN BT R

147> 263.00 (262.70 — 263.70): 0O306—02.D

120

100
s0 27.54
40

T T T T T T T T T T T T
26.40 26.60 26.80 27.00 27.20 27.40 27.60 27.80 28.00 28.20 28.40 28.60
Time——>
FINBTR

A474> 261.00 (260.70 — 261.70): O306—02.D
120
100
80 27.54
60

J\«~DBT-2Et (m/z 261.0)

PrTe J Y o VOSSPV A U VISV NPAISHID YIS WEDW NI S SNV NSNSV VPOV OIVV IS OSSN RSV VAN WPV

T T T T T T T T T T T T
26.40 26.60 26.80 27.00 27.20 27.40 27.60 27.80 28.00 28.20 28.40 28.60
Time——>

TIN R

A474> 281.00 (280.70 — 281.70)>: 0306—02.D

3500
3000
2500
2000
1500

1000 «—DBT-d\s-2Et (m/z 281.0)
S0 | |____/\f,

o T T T T 1 T T T T 1 T T T
26.40 26.60 26.80 27.00 27.20 27.40 27.60 27.80 28.00 28.20 28.40 28.60 28.80

27.37

Time——>
FTIN 2R

474> 279.00 (278.70 — 279.70): 0O306—02.D

3500
3000
2500
2000 27.37

1500 I\

1000 |\ «<~DBT-ds-2Et (m/z 279.0)

500 |\

o T T T T T T T T T T T T T
26.40 26.60 26.80 27.00 27.20 27.40 27.60 27.80 28.00 28.20 28.40 28.60 28.80
Time—>

FTINBT R
474> 174.00 (173.70 — 174.70): O306—02.D

7000

6000

5000 18.21

4000

3000

2000 «—p-7" BEIWAIN" 7Y J(m/z 174.0)
1000

| |
o——-—r—m—————+—+~—+-—A4r |
17.00 17.20 17.40 17.60 17.80 18.00 18.20 18.40 18.60 18.80 19.00 19.20 19.40

Time——>

1-3 IDLJERFD 7 ax b7 I L (VT FIVAREEY))
(VTFIVAZILEY) 1.50 ng/mL P as— b NFEHEY)E 100 ng/mL
D) T AINA 7 NEHEYIE 100 ng/mL)

11
106



(£ 6) MDL 2T MQL &, M2 EIREEHEEREHEMO T (FRk 21
EI3H) ICHECTHEH Uz, BHERZE 4189, £K 2-1~2-3
I MDL ERfD 7 a< b7 L7 R9,

# 4 MDL LU MQL D 55"

- Y AFVAR )7 FVAR T FVAR
MR LA L& L&
ke 7K E TP E TP
AUELE (L) 1.00 1.00 1.00
EEHERINE (ng) 10.0 10.0 3.00
AURHIRIEIE (ug/L) 0.0100 0.0100 0.00300
A& E (mL) 1 1 1
HEAMRIEE (ng/mL) 10.0 10.0 3.00
WiETE AR (ul) 2.0 2.0 2.0
BET 22 7 ND(73) ND(108) ND(113)
(ug/L)™

TR (ug/L)”

0.00080(75)

<0.0017(106)

0.0036(116)

FEEL 1 (ng/L) 0.0104(71) 0.0101(90) 0.00333(97)
FEIR 2 (ug/L) 0.0107(68) 0.0108(90) 0.00337(97)
FES 3 (ng/L) 0.0108(70) 0.0107(78) 0.00347(84)
FEA 4 (ng/L) 0.0111(69) 0.0115(87) 0.00347(95)
FEHR 5 (ug/L) 0.0107(73) 0.0109(102) 0.00351(110)
FE 6 (ug/L) 0.0110(77) 0.0108(100) 0.00343(108)
FER 7 (ug/L) 0.0106(75) 0.0110(93) 0.00337(98)
FEE (ug/L) 0.01076(71.6) 0.01082(91.3) 0.003421(98.5)
EHERZE (png/l) 0.000206 0.000425 0.0000677
MDL (pg/L)"™ 0.00080 0.0017 0.00026
MQL(pg/L)" 0.0021 0.0043 0.00068

S/N tt 30 33 22

CV (%) 1.9 3.9 2.0

*1 R TR E
2 1 REIR R U W T XD BN IRAE Tl R O E 2 17O HlE
LU 7o E D -2 (n=2)

*3 © MDL & H
DA (n=2)

*4 : MDL=t(n-1, 0.05)xcy.;x2

*5 P MQL=0,.1x10

*6 1 FEINN OEEIE T 1 7 — b [EIHR

12
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TN mT R

A 179.00 (1 78.70 — 179.70>: 0O4z21—09.D
14400

1200
1000
800
600
aee | DMT-2Et (m/z 179.0)

zo00o 1a.z2s

o ! I

T T T T T T T T T T ? T
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 1500 15.20
Time——>

TN BT R

A= 177.00 (1 76.70 — 177.70>: O421—09.D

1z00

s00
600

ao00

| DMT-2Et (m/z 177.0)

zo0o 1a=zs

T T T T T T T T T T T T
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 1500 15.20
Time———>

TN BZTR

14742 185.00 (184.70 — 185.70): 0421—09.D
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as500 12 .21

zooo 4—[]-7“ D{7ﬂ/j—ﬂ,\“ \/‘h“ V(m/z 1740)
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\(/

14
109



TN TR

120
100
80
60
ao
20

Time——>
TN TR

80
60
ao

20

Time—>

TN ZT R
3000
zs500
zoo0o
1500
1000

500

Time >
TN ZT R

3000
2500
zo00
1500
1000

500

Time—>
TN AT R

6500

Time——

A4 263.00 (262.70 — 263.70d>: 0O421—-09.D

27.54

«—DBT-2Et (m/z 263.0)

T T T T T T T T T T T T
26.40 26.60 26.80 27.00 27.20 27.40 27.60 27.80 28.00 28.20 28.40 28.60
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—p-7" WETWAIN" X" V(m/z 174.0)

2-3 MDL gD r7a~x 7oL (T FIVAXILEYD

(Uo7 — b NEEEYIEL 100 ng/mL
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=

§2 fi#

(53 Hri]
(Za—F%—Fh)
SHEO T a—F v — k72X 3 1IRT,

IKEL AL T FEAL
0.4 mol/L Y% 6 mL R AFY 25 mL
0y - MAR N
1000 mL (s Xﬂxxj“ ) , HAETIL 30 g
I MFVAR -ds 100
(*fﬂ“{tjf‘ P ‘ ng) 2 mol/L FERE-FERE Na #E1E i 25 mL
= VAR -dy 100
o - e 2%(w/v)7 M LFVEY I Na-1%/-WEHK 0.5 mL
(ZHAEY 7" FVAR -dy5 100 ng) . .
k&S5 10 min
R AT ik =3
#7110 mL LIZR T g Ul N, K B
K& S5 10 min 10mL £
L_ JV—=2T7 v =3 GC/MS-SIM
Sep-Pak Florisil Plus N, R T T
VAN 5 mL I mL =T SVIY AN ATERIN

(p-7" DETWHIA V7 100 ng)

X3 O 7a—F v —k

TR TNV ERT RIT DDOHUNT DN T R OHTTE TITEERE B R THHD, 3HTEICH
W7 TNEREDMENHLHEDE RN DH -T2, LTI, BFEE RO 5] A, i 2,

- JEEHAE 6.5 AT TLEW. 6.5.2 (&BE)=F A iFa R s, G366 —INITRD
LIRS, [T RTZFIVARTEET R NI AGOR KR THDLS, BAEZ 3R 4 18T 5, 3y
BT o/ fEE = VS AN TR R T DI EEZ MR DR TED, T2, k)i
DI AN BT HEEA DRI KT D20 REEE S EW AT T A= E HIZKIZIRT
5. | BARGHF2OEENI T =T AT S CRREMZ I E MR GFE AR /1 £ 5D, (http://
www.jsac.or.jp/~ge/pdf/330/330_03.pdf)

o [EINTE K SR SR AR IE AT R0 EE R E R B WA E N 2= Vb A R N T T
VAW O FREREDOUOE | (http://www.mhlw.go.jp/stf/shingi/2r9852000002ngtu—
att/2r9852000002ngzi.pdDIZt [ =F MALFHEIRIT, S AL IR L E ThDH, L, ThT=F L
R T R AL EAETHY . REH(T 7B E 1T DIRGEE) LG ERIIRIFICES 2V, 1&H
Do ZOHMEENNIT NI =T VAR EE T NI NI TG C— Bl RAELT25% =4 /) — VIR T X
IN R DAL IR -T2, | EDFBIRDHD,  (2016(H28)KE LG A )
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(R EHR)

MRERRZ K 4-1~4-3 12, MRERRIER T — X2 %% 5-1~5-3 1R T,

DMT _ DMT
y—-ii86;g;é20012 y = 1.0066x - 0.0165
0.30 -~ 500 R = 09996
=) 3 »
2 o A B 1% —
- M/’/' B 100 —
0.00 ' ' 0.00 :
a 01 0z 03 a 1 Z
BE L BE L
BIEmg/mL) — (5 (10) (15 (20) (25) 21 (ng/mL) — (50)(75) (100) (150)
& 5.00~25.0 ng/mL) & 50.0~150 ng/mL)
(Y5 — AR 100 ng/mL) (477 — LA 100 ng/mL)
4-1 Y RAF)IVA XL EY DR ERR
MBT vy =1049x- 00015 MET v =11315x - 00412
R =1 2 _
0.30 500 R*=09997
A 150 .
E - ./’/* E 1.00 —
|\ 10 el B o050 e”/"
0.00 ' ' 0.00 ' '
Q.00 010 0.20 030 Q.00 Q.50 1.00 1.50
BE L BE L
BEEMmg/mL) — (5 (10)  (15) (20) (25) % (ng/mL) — (50)(75) (100) (150)
& 5.00~25.0 ng/mL) G548 50.0~150 ng/mL)

(Yl — b NEEdE

100 ng/mL)

(o — b

100 ng/mL)

4-2 &/ TFIVA R LEY OMERR
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beT y =10113x+ 00003 beT y =1.0175x+ 00016
0100 R = 09995 0.600 i
Pt
0.400
% 0.050 // % oot . /
0.000 . 0.000 . .
0 0.05 0.1 0 0.2 0.4 06
BEm BEm
B (ng/mL) —  (1.5) (3.0) (4.5) (6.0) (7.5) B (ng/mL) — (15) (22.5)(30)  (45)
&8 1.5~7.5 ng/mL) W58 1.5~45 ng/mL)
(Yo — b NAEHE 100 ng/mL) (o — b NEERE 100 ng/mL)
4-3 I TFIVA R E Y O AR
£5-1 IAFIVAZCE YR ERRERRH T — %
S BAH
IR SSEYIEINEE Yoy — YR
; sy N S EELE
A (ng/mL) (4s) JOEHE (Ais) (Us/is)
(Cs) DMT-2Et DMT-ds-2Et
(m/z 179.0) (m/z 185.0)

0.05 5.03 2017 42608 0.0473

0.10 10.1 4248 43386 0.0979

0.15 15.1 5904 39858 0.148

0.20 20.1 8308 42878 0.194

0.25 25.1 10871 44262 0.246

0.50 50.3 25234 50981 0.495

0.75 75.4 31563 43199 0.731

1.0 101 41344 42223 0.979

1.5 151 67694 45236 1.50

*1 DRI T I e
*2 1Yy — b NARHEIRJE (Cis) 100 ng/mL
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X522 B/ TFNVAXEEYHEHERHET— &

OB
T WERYIGISEME  Yas— b NEEREY) S S
B (ng/mL) (4s) S (Ais) 'L‘AE'/AL_
(Cs) MBT-3Et MBT-do-3Et (ds/Ais)
(m/z 235.0) (m/z 244.0)
0.05 5.32 4277 89234 0.0479
0.09 10.6 8463 87915 0.0963
0.14 16.0 12578 86127 0.146
0.19 213 17262 88901 0.194
0.23 26.6 21523 88071 0.244
0.47 532 44952 90696 0.496
0.70 79.8 68288 91322 0.748
0.94 106 92119 91160 1.01
14 160 139522 89906 1.55
*1 BB T N YA
*2 Y — ~ NEEHEIRE(Cis) 100 ng/mL
#5-3 VTFIVALEYRERIERHE T — 2
OB OB
T WERYIG)ISEME Y ahs— b NEEREY) S B L
M (ng/mL) (4s) JEEAE (4is) '“‘A':'/AL,
(Cs) DBT-2Et DBT-d)s-2Et (As/Ais)
(m/z 263.0) (m/z 281.0)
0.015 1.55 908 56120 0.0162
0.030 3.11 1715 55870 0.0307
0.046 4.66 2485 53450 0.0465
0.061 6.22 3405 55563 0.0613
0.076 7.77 4207 53968 0.0779
0.15 15.5 8765 55813 0.157
0.23 233 13334 56922 0.234
0.31 31.1 17616 56727 0311
0.46 46.6 26337 56377 0.467

*1 0 RER TR YRS
*2 1Y — b NARHERE(Cis) 100 ng/mL
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A=A NN
BEYE. Yy — P NEREME N T VD201 T NEEREY O Z 1

R ETTLEK5-1~5-TICR”T,

TN 2R
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)\
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Time———>

N —

5-1 DMT-2Et D7 1< k%< I\(100 ng/mL)

TN 2T R
173> 185 00 C184.70 — 185.70): O324—04a4.D

2500
2000
14.16
1500
1oeoe «—DMT-ds-2Et(m/z 185.0)
500
| I

o T T T T T T T T T T T 7
12.80 13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00
Time——>
TN ZT R

7> 183.00 (182.70 — 183.70>: O324—-04.D

2500
2000

1500
14.16

1000
I
I

| |« DMT-ds-2Et(m/z 183.0)

500 |
/
| /k

o T T T T T T T T T T T T
1280 13.00 13.20 1340 13.60 13.80 1400 1420 1440 1460 14.80 15.00

Time——>

5-2 DMT-dg-2Et ® 7 1< k25 15(100 ng/mL)
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TN TR
Gooo 174> 235.00 (234.70 — 235.70>: O3I24—04a4.D
5500
5000
asoo
aoco0o 25 .07

3500
3000
2500
zoo0Oo eMBT-3Et(m/z 2350)
|

1500
1000

soo I
I

Time >

TN s R
6000 7> 233.00 (232.70 — Z233.701: O324—04.D
5500
5000
4500
4000
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2500
2000
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Z2Z4.00 24.20 24.40 2Z4.60 Z24.80 25.00 25.20 25.40 25 60 25.80 26.00 26.20
Time——>

5-3 MBT-3Et ® 7 1< k%~ 1\ (100 ng/mL)

TN ZT R
A= 244 .00 (243.70 — 244.70>: O324—04.D

5500
s000
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3000
2500
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1500
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500 1 I
1

T T T T T T T T T T T T
24.00 24.20 24.40 24.60 24.80 25.00 25.20 25.40 25.60 25.80 26.00 26.20
Tirme——>
TN mT R
134> 24200 (241.70 — 242.70d: O324—04.D

5500
5000
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aooo
3500
sooo za. 96
2500 Al
zoo00 "‘ \
‘1 soo || —MBT-dy-3Et(m/z 242.0)
1000 |\

500 \

T T T T T T T T T T T T
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Time——>

5-4 MBT-do-3Et D7 1< k%5 5(100 ng/mL)
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TN 2T R

74> 263.00 (262.70 — 263.70>: 0O324—04.D

1000

800 27.54
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400 «—DBT-2Et(m/z 263.0)
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| |
T T T T L T T T T T L T T T
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TN TR

174> 261.00 (2Z260.70 — 261.70)d: 0324—04.D
1000
800
600 =27.54
\
\
ao00 I\
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200 | \
Time——>
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FTIN B R
144> 281.00 (280.70 — 281.70): 0324—04.D
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2500 27.37
2000
1500 «—DBT-d;s-2Et(m/z 281.0)
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Time——>

TINH R
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2500
2000 27.36

1500 | \
\
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Time——>

5-6 DBT-dig-2Et © 7 1< k25 15(100 ng/mL)
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TN TR
14> 174.00 C173.70 — 174.70>: O3zZ2a4—04a.D

s 500
S000
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4500 18.21
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3000
z2s500 R R .
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1000
s500

o T T T T T T T T T T T T
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Time——

57 U YI AL ZREEYIE O 7 1< 75 (100 ng/mL)
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EREYE., oy — N NEEEYIE N O ) Y AN, T NEEREY) L 0D
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TINVE VR

Scan 1174 (18.248 min): 0528—-02.D (—)
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2014(H26) 541 Tlk . MBTO 4RI E D=0 H 6 U e AN -l A2 L g
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7 DI E T A RIS T D VO BRI DG BREHRIRNC 0 7 T 7R EI T > CTHEMLER D
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TN BT R
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FHAERE 0.00049 pg/L. 0.00017 ug/L, 0.00020 pg/L) THH., I AFIVAX
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Summary

Dimethyltin compounds, Butyltin compounds, Dibutyltin compounds

This method provides procedures for the determination of dimethyltin (DMT)
compounds, butyltin (MBT) compounds and dibutyltin (DBT) compounds in
environmental waters by gas chromatography/mass spectrometry with selected ion
monitoring (GC/MS-SIM). A water sample is taken in a glass bottle containing 6 mL
of 0.4 mol/L HCI. The sample is spiked with dimethyltin dichloride-ds, butyltin
trichloride-dy and dibutyltin dichloride-d;s (100 ng each) as surrogates (internal
standards). After dimethytin compounds, butyltin compounds and dibutyltin
compounds are derivatized with sodium tetraethyl borate, the ethyl derivatives of
dimethyltin compounds, butyltin compounds are extracted with hexane. The extract
is dehydrated with anhydrous Na,SO4, and concentrated to approximately 10 mL
under nitrogen flow. The concentrate is applied to a Sep-Pak Florisil Plus Long
Cartridge. The cartridge is eluted with 5 mL of hexane. The eluate is concentrated to
I mL under nitrogen flow, and spiked with 100 ng of 1-bromo-4-fluorobenzene as a
syringe spike (internal standard). The analytes are determined GC/MS-SIM. The
method detection limit (MDL) of dimethyltin compounds, butyltin compounds and
dibutyltin compounds are 0.00080 pg/L, 0.0017 pg/L and 0.00026 pg/L, respectively.
The method quantification limit (MQL) of dimethyltin compounds, butyltin
compounds and dibutyltin compounds are 0.0021 pg/L, 0.0043 pg/L and 0.00068
png/L, respectively. The average recoveries of dimethyltin compound, butyltin
compounds and dibutyltin compounds were 99%, 96% and 97%, respectively.

Water sample T Derivatization
1000 mL Hexane 25 mL, NaCl 30 g,
Surrogate
0.4 mol/L HCI 6 mL . L . 2 mol/L acetic acid/sodium acetate buffer 25 mL,
(Dimethyltin dichloride-ds 100 ng,
L . 2%(w/v) sodium tetraethylborate-ethanol 0.5 mL
Buthyltin trichloride-dy 100 ng,
. L . Shaking 10 min
Dibutyltin dichloride-d;s 100 ng)
Liquid-liquid Dehydration Concentration
extraction
Anhyd Na,SO
Hexane 10 ml. nhydrous Na,SO, N> gas to 10 mL
Shaking 10 min
Clean up Concentration GC/MS-SIM
Sep-Pak Florisil Plus N, gas to I mL T

Elution:hexane 5 mL Syringe spike

(1-Bromo-4-fluorobenzene 100 ng)
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