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BFF/EZER LI GC/MS ZERALT. RIEYY
T (K. ETEY. £98) ROE/TFIVAX, ITF
WRAZX. PUYTFIVAZXOREBAEDI-HDANY T~
VaVRJy FERRELVLE L. TOXV Y FE. A
EHEMADADIEHIC "*Sn ZRBWULIEE/TFILARX
(MBT). YTFIVAX (DBT). RUTFILAX (TBT) &2
GRESANAIDERICEDVTVET, K. HEWY.
1 i $8fkY > T ILshad MBT. DBT. TBT ORFREFAIEIC.
BS "Sn BMANMIZBAL. BETEDERHES
NFEL, —EDZFEAT. YV IJItho) 3 EFOTFIV
AXLEMINTOREE. FENLBRESEYI MO
PEAVWTRERICEHEIT DT EDAHEICEDET,

TFIVRAX{EEYIDAIE

1

IR BEU XKo@l gba&m ) A M2 TBT
AL E Lz 20720, ARA X LS ORI % H A
Vv N, AT R CTHEWMIEA SN 1215 R IEE,
BPE, REARETLILENDD T3, DL @E
EN7ZAVY Fid, #AZUR 57 4— (GC) & &
OB BTUORAHTE (AAS). &M
(FPD). Em/AHriE (MS), #FEfEE 77 A~ Hmohrik:
(ICP-MS) Z &L itHMA DRI ¥ 25 LA
725 DTY,

—Ji. AR (D) #TiEk. ey ) 7L —
VareHwasFikL B LEN-EE EEELEHT
EF 9. mAOBWIMLEREAE R A, BIMASA 7
EER AL EY O B OO R AR A5 K S -3
Gy BN-EELBE SR EMEONE T, &
IR OMETITbIL 720, A& U7k EillE s
J% 55 O IR L R AR IR E T L ¢ A, Tt
FARY T =V a yOOo%IZ. HPLC $7:1k GC
SBERA I ICP-MS # H\WT, IRIL T T& F L7
LA L. ICP-MS ZEM»20 . —HNIHHTE %
KETIEH) FHA. RDYIZ, BTHER A F V%
W7 7 GC/MS & CTHEBROR RO E L
720 COTTYr—Y a5y ) — Tk, BESKCTHY
WIEHTESOHMAY Y FIZOWTHPIL 3,
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R5%
e

WAL MY 7F VA X (TBT. 96%). 3L 7F VA X
(DBT. 96%). =HiLE 75 AX (MBT. 95%) I3
Aldrich (F4 v, Stenheim) 2»5 AT L ¥ L7. K
. W T A %E 3:1 OBEEE (Merck., F A v,
Darmstadt) /x % / — )V (Merck) {R&WIZAM L TR
BWMLFE L7z TRTOABSEEERRIE -18 °C OREAT
THRE L. ARIRERE IO CmH, ERARX—-AT
SN F L7zs BES MY 2 200 DOFKAZLEW
OMMIIE, B (Merck) & 2 % 7 —) (Merck) #f#
HWLE L 787 F VA TERS Y 724 (Galab, F
4. Geesthacht) Z/HH\W<T., 7FNVAXEHDO T VL
2w E L7z,

A4 7 EW (MOSn BT OV A RREW) & ISC-
Science (AXA ., Oviedo) 26 AFL. 2% /=
EWERR (3:1) OREWEH W TERER— 22X ) AR
L. -18 °C DIEFTI THRE L F L7z,

R 1."98n TR I FILAXRSYHRD MBT. DBT. TBT DRI
R &R (FHED 13 95% DISTRRERICHTNG)

[ijind 37:10 7

EiiivAZS 116 117 118 119 120
7R (%) 0.029 0114 1433 8240 3.127
REEDE 0.008 0005 012 015  0.032
=B (pg Sn/g)

MBT DBT TBT

0.121 % 0.005 0.748 £0.009 1.019 % 0.017

£ 112 AR oM, 2L 7 ERR O 7 F v A
AHOREEZRLE T MAESINASRYH .
National Research Council of Canada (NRCC) (+ %
7)) 226 AF L7z PACS-2 &, Bureau Communautaire
de Reference (BCR) 75 AT-L72 CRM 477 T, {f§
KEBAKY VT NiE, PR MRS 572012, BT
DT FNVAZALEWTANAL 7 LE LT,

RiE

ATy NAT) v L READE HP-5MS ¥y ¥ 7
VAT h (BEEI 5% 7=V AFLyaFxyr, 30 m
X % 0.25 mm x 0.25 pm JEE) 2k L7z, Agilent
6890N # X7 u~<x b7 57% Agilent 5973 & v b
7—27 GC/MSD (MEMmM) THtr 2TV L7z,

Fy)T7HAELT, N7 AEAV, 1.2 mL/min ®
EMETITWE Lz 75 AMEIX. #4860 °CT 1 4
IPRFF L. 30 °C/min T 300 °C O IZ A L F
L7zo AR, 27V Y M/ ATY y ML AFEALDZ W
ATy PVAE=FRTITWE L PSSV RAT7 754
YEAF VEOEEIX. ThEh 280 °C & 230 °C &
LEL7Ze BTA A4 LIX. 70 eV OB T A NF—T
fTVE Le AT MVTHZIERT 572012, m/z 40
~ 400 OEEHPHEINVAF Yy Y E—FTHMELE L
720 % T FNRAZALEM O FEMARILIE X, Hmdhz D
10ms DF 2TV 4 L% T, M-29 DA F ¥ (=F
WIEDBEECHY) TIrwE Lize &7 F VA ZXLEmD
HINA A+ M (SIM) 121, 520 mz iz LEL
720 GC/MS &fromw iz, GC/MS % & & b I2Heft
ENBEYV 7 M2 T7D [FA— b Fa—V] FTvarrk
Hw<TirwE L7z, m/z 31, 50, 69. 100, 131, 219,
264, 414. 464, 502, 576, 614 DA F v =#HE U 57
O, §XTHO GC/MS A=+ Fa—vDFa—=V7H
Itawe LTHwORAZNXVZ VAT b)Y 7F VT I v
(PFTBA) #fH L Lz SOF Ty a v EHNT, B
HHFASEKICDZIEEF YY) T L= 3 v b IR
it% m/z 69, 219, 502 TV L7z,

FllE
HTND'S DHIEA XILSYDHIH & FEGE

MBT. DBT. TBT o 9Sn i o & RiEin z i
WTC, #1028 OV Y TIVICAISA 7 LE L7z, BilEE/ A
77— (3:1) OEAY 4 mL 23 WMz $ Lz, #
BRLLTAELAERTY —%, 8 . BEN (30 W) 12
PFE L7, FRio kB, bwo 200 uL % #FEk
ELFE L7

1 1 EED S OB LSO & FEHE

MBT. DBT. TBT ® '"9Sn iR &M O AR~ H
W, 0.2 g DY FIVICANSA 7 LE Lz BER/ A
Z 7= (38:1) ORAEW 4 mL 23 WCMAE Lize #
RLELTHELZATY —% 1 K. 37 °C DKM Thnzk
LEL7 FaeoeBYy, o 250 uL % FEMAL
L L7

AXEEVIDFESHL

AZAEWDZFALIZ, A7) a—F vy T ED
7 mL OFEWNA 7V (Supelco. XY YU R=T I
Bellefonte) O TiiwvE L7zo pH &, 1 M BEME/FEE
F MY LFEM 4 mL T 54 ITHELE L, TFIL



Lz, 2% w/v 7 b S ZFNVEFTEF )T LD 0.1 M
NaOH K& 0.5 mL ZHWTiTwE L7z, 10 50
ENth BRREE NS ANL TVICEL, llEET-18°C
THRELTI LA, T0%., AREBREXRJIRTTH
10 uL FTHEFESEF L7, w0, 1 ul 2 GC (2
HEALZE L7

KTV SOBFERAXESYOME & FSHE

K 100 mL O ¥ 7IVIEHFNI S Lzah T A/ O
ART T AT L, BE Sn i A 281 7 OF N
BWHTRAELE Lz AR EZHIET 572012,
TNVEMZIZANA 7 OEIFERNEZITVERELE L
oo AL LIz FVIETFETIRE D L, FHERML
DOFNFECIRREE $ 572012 15 BRE L Lz, &
2. pH % 5.4 IS5 5 7- 0 OFEEEER 1 mL %,
FABA AW E ZF VLD 72D 2% w/v T T
IFNVAETERF N7 2A® 0.1 M NaOH K& 100 uL
EMZE Lo I, 79 2 20MOERRICEK S X
IBRIET, AFHY Y 1mL 277232 E L7 2
NOEEZ 2 )=V V=2 &MTTIFIE TS V7 LA
VETIFAIENTELLEEDNET, XATTAT%
10 rfdRE H L. MBS 2 FTRE L. ARRED
K3 aRNRAY—VEXRy 2 HWT 2 mL oZ7a<x |
TITHNATNVICBLE L, ZO%, ANFHUVEsn
FERATE T TH 10 uL FTHEIESEF Lz, mHEAIC,
1uL % GC T EAL T L7

AREBR

GC/MS [ &k DEMIXLEAIE

ICP-MS # w2 &AMk ffiHICAFTEET
. GC/MS Tik. @B A L-ARERL T 18C
DHFHIZEY, 5T A F VORI Y — VI RIKFEIE
TEONRY =R EDET, UTFoxX 1 & 2 @7
HZET, WE M+l & m+2 4 F ~D BC OF5 %
"HTxEd,

IIX13C (1)

Im+1 = Im *
1/2 - n(n-1) - X2 15 (2)

Z 27T X13C Ci\ 12C GCT‘TTZ) 130 @*Hﬂﬁ;ﬁ:‘tt
(0.0111/0.9899) T\ n &5+ 4+ D CJEF DT,
144> m. m+l, m+2 TNEFNORETT, 7F IV
AZALEW O m+1 & m+2 2T 25 51&, 15Sn,
WiSn, 18Sn, 9Sn, 2°Sn FARICHIGT A, KlE R
SALEMIIBITD b DDGFAF Y HEZS Y TTD
CZETHIIESNE T, SFSFREEOWE Y 7SIVl
FElZ, m+1 & M+2 ~O BC F5- %2 FZBICANTHIEL
F L7z Nz (D #EXEUToEB) T,

Irn+2 = Im :

168y = 116 3
178 = 17] - x(11Sn) @
18Sp = U8 — x(117Sn) — y(*'%Sn) (5)
198n = 197 — x(18Sn) - y(!'"Sn) (6)
1208 = 120 — x(1%Sn) — y(1'®Sn) @)

22T x BHESHET m+1l T, y EFSHT m+2 TI,
AR L ASIER 1R 720, 114Sn & 158 D% 53
HMTE, D720, 158n 1T LTlE SNz 7 ViR
X, m+l & m+2 OFGPLENVEEZEZLIENTEFE
3. GC/MS 12X % MBT. DBT. TBT DHllED 7212
BIRGF 77X EHGRFx Ly &2 K2ITRLET,
F TN AL T BLXORAWT O TBT (m/z = 287
~ 291) T HBEIRESNI00T 27 T AFIEH 1 CTHER
T&EET,

F< 2. MBT, DBT, TBT [CBILTE=FVU VI LIBELESEF

b5 117 ) MBT DBT TBT

A XEifF (BuEt;Sn*)  (Bu,EtSn*)  (BusSn*)
116 231 259 287

117 232 260 288

118 233 261 289

119 234 262 290

120 235 263 291

X (M +1) 0.088 0.110 0.132
y(M+2) 0.0038 0.0060 0.0086



Natural abundance TBT "9Sn-enriched TBT Mixture
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1L.Y9YTI. RINCY. BEEMROBIRUIEDFISRAY (m/2=281~291) D TBT YRAANI M

XYy RO

AV FOGHHME, £ 3 IREEkLELL, 2V Y F
M TR, FMARRRS oK%, [TIE] TR LK
Bk, fA%ED 9 o075 7% 7o MBT,
DBT. TBT O#EREEIC, 7T ¥ 7% v TV OREHEE
EO3BELTHELT LA, AV y FOREBMIE. &
10 ng/kg @ TBT % & & RKMAKY >~ TV EGHTH S
ETHE L F L7z, ARSI CORILEZ, EBEOY
TNV THRIBENBWREME O H 5 REFRHHZ R L3572
WIZ, 3 DORLDWETITVE Lz, 2 DOEREY
¥ 7Vix MBT. DBT. TBT FZ#EiAE % i F K O RS
DY TN (TFNVAZXDEREND W) ITHENT 52
ETHELRN, RIEEY Y SVIEANTHKRY VISR R
EHERF Y TN EMA L ETHONT Lz WELT
NRTCOBRET, TXTOMEWITH L TEREN A R
SN E L7z,

R 3. iBKY YT IVAIRAXAY v RODRISHE

REMEO DR

PRE S NFMARFGHIE T, i (PACS-2) LA 74
##k (CRM 477) @ 2 DO AP DE /-, T-, b
VT7FNAXZMELE Lo SR FAEIEY LT 3
DD A4 ¥ EERDF T b, &% 2 T GC-MS
VAFAZ 3 EEALE L7 GC/MS 12X 5% 2 D3k
HYPEITH L TR S 2R ofiRiZ, £ 4 (PACS-2)
L# 5 (CRMA4T) ITRLE L7

PACS-2 (3% 4) 2 LT 517z TBT & DBT O
filld, BRIESNz@PHIANTLZ (TBT 123 LT 890 =
105 ng/g & DBT 12xf LT 1,047 + 64 ng/g). MBT IZ
L CHIE S N2 B, ST b Nz T TR
FEME (450 ng g) XY RIEICE < 2D £ L7z, i,
PACS-2 13 MBT 2 L CTEHAM S 7L, MBT (2R3 %597
LW [HE3%4E ] 13 600 ng/g T, ZHOX Yy FHill&h
IV D O TT, CRM-477 iEA # 4 #kk (37 5)
LTSNz RIE. KHe 0T F 0 X AT
BHARREME & MIMED BICEN - —F 2R L F L7,

] 4. BEDTHIC 120/119 EfuxftbZALE. PACS-2 )
MBT. DBT. TBT Dl (F—#I3 Sn &L T ng/g Hifii)

MBT DBT TBT
R TR (3 o) (ng/Kg) 0.2 0.1 0.2
E2TER (10 o) (ng/Kg) 0.8 0.5 0.7
BIRM (% RSD) (n=19) 1.4 1.6 2.8
UK (%)
BTV BE (ng/Kg)
ATEK 2 (n=3) 98x7101x2 102x9
sEK 20 (n=3) 1033 97x2 104 £ 1
K 100 (n=3) 101x2 982 101x3

#big LAl MBT DBT TBT

1 623 + 2 1022 £7 8729
2 605 £ 4 971 £ 10 863 £ 2
3 617 £ 17 996 £ 1 849 =10
13 6159 996 * 25 849 =10
RSD (%) 15 15 15
SEIHE 600" 1047 £ 64 890 = 105

“fERIXY v RRBADEHBEELE U TDHECH



< 5. CRM-477 shad MBT, DBT. TBD DFlE
(—%13 Sn &L T ng/g Hifil)

#hiEULAIE MBT DBT TBT

1 1154 £ 9 761 £ 7 816 = 6

2 1173 £ 18 766 =3 817 £ 2

3 1207 £ 19 787 £ 4 841 £ 2

Eig 1178 * 27 772 £ 14 825 + 14

RSD (%) 2.3 1.9 1.7

SRELEE 1014 =182 786 % 61 902 =78
=0

b=

K. HEREW, 4 HAMBTPOE -, Yo FYTFILVAR
OFEFERED =12, A, FHET, EfER AV v B8
B SN T L7z, 16Sn & 17Sn 1Zxhisd 5 = TOMH
I2X b, 188p, 198n, 1208n A BC O m+l &
m+2 F5% 3 VIV RBEXTHIET 52 LS EEIC R D)
¥4, —EOEAT, BEO»»2Fv ) TL—T 3y,
RHE TV O, EPERE IR O LR LIZ,
YTIVHD 3 DD T F N ARALE TR T DILEE & i HE
KRR T2 ENFMBBICZDE T, 20XV Y FiE, 7
FNVAZAEYD AR T =3 a3 VIZBWTE 2G5
FEEMIEL, MO TR FREZEMAL, S 513
ML TSI E T T CICHWSLZENTEET,
K> 7o 1 MoMlEICIE 2 ng RinDEELEY L
PLBEE L nrzd, B AL 7 O3k X 2 [
2% A, 20, ID-GC/MS #id. GC/AED
% 7213 GC/FPD 7% EOMEF NI b b IR 5T H
BTHrHnw)ZENTEET, TOAV Y FIZLDE
SNz HIE. GC-ICP-MS O H & W% T¥,

COHEDES 5% HFT1E. BIHODD 5 v FEE
EEME DO GHAER 2T TR Y TIVETLEL & 5587
Wi OFFER S ER SN D Z & T RMAARA
Uy REF = U772 L2 GC/MS £ HW5 &,
1H®»7:0 1 ADFXL—%T, 15 U Loy v F Lol
i, WE, P LUR—-PEITRRALZENTET T, &
B2, WL OOV —F Ui T R TIOH %I L.
AL v ENREREIC X 5 UNE-EN ISO/IEC 17025
DB 7 R G REICL Y. I s F A E
AR E L7z,

SEH

G. Centineo, P. Rodriguez-Gonzalez, E. Blanco
Gonzalez, J. I. Garcia Alonso, and A. Sanz Medel,
“Simultaneous Determination of Mono-, Di- and
Tributyltin in Environmental Samples Using
Isotope Dilution Gas Chromatography Mass
Spectrometry,” J. Mass Spectrom, 2004, 39,
485-494.

G. Centineo, P. Rodriguez-Gonzalez, E. Blanco
Gonzalez, J. I. Garcia Alonso, A. Sanz-Medel,

N. Font Cardona, J. L. Aranda Mares, and

S. Ballester Nebot, “Isotope Dilution GC-MS
Routine Method for the Determination of Butyltin
Compounds in Water,”Anal Bioanal Chem, 2006,
384, 908-914.

e

TYL M EY—EXOFEMIIOVWTIZ, TYL Y

PO 7H A b www.agilent.com/chem/jp % Z%
728w,



www.agilent.com/chem/jp

TILY ME FERICRODRERSINIBE, e XEROERCKDRT
FEE  [FRENICE U BDEECOVNTHIRBEESE TV RET T, Ffe.
AERBHOKBREESECEDIKEREITOTBDOEEA,

FERCEEHOBER. P, REARFEFELUVICEEINDENHDF
Y. BFEETHFINTVIBEZRE. BEICKDEROFTRL. FEH
ZER. PR, BRI DLEBFELSNTVETY,

© Agilent Technologies, Inc. 2007
Printed in Japan

July 23, 2007
5989-7001JAJP

Agilent Technologies



