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XARBHFHTETFEN GC-MS FRTRAHIEHE#SR
(k. TRPNEHEAR) p—TEH. —TEGA=TEH
RSP FHE. X—HEETERSERE "sn H—TE
$(MBT), Z—TES(DBT)H=TEH(TBT) BWEAYIHTH
MEBBOIT. BEAMNRE sn FMYAFRARAUEK, R
PR A RSP MBT, DBTHITBT, RS ARE.
ERfRERTRIERS, B—R#EFRTITEHERPLE
SHTEBLSYRIRE .
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TEBILEY

518

gilt, B (EU) 228 =T%% (TBT) FI{ET
RAKHIEIIE L A5 b . XAE, ARMIseEe
WM E B YL AW oH 5 Bk B2 5
MR, RV . (2 A-HRE K 2 5057
R BEHA, SAHATEGC), SioEL R
AGOE T IRBOETE(AAS). KIBIEERNI(FPD).
Ji (MS) Bl HL Bl A S B TR TS (ICP-MS) M & &

H—H, SEEHAWEIEREALL, R senyE
AR TR e &, s (bR 0wk 5 Hri 2 8]
FESCELR A, R FEHBE D) Bk rl $e ik 5
FRIAETRBERIRE 25 B . R T ol ok M [] 7 23 Lk
RSB, BRLL, JE R EE S o i [l e 32 ik
A& G EER . 1ICP-MS &) {Z i T
HPLC X GC B R Bt E AL €. AR,
ICP-MS &= A HAE K A {LEs , AR{CI &5 S mT LA
K HFRUER) GC-MS (X #%, Fles 125 B IR Rk
o AP HHEELR AT 433 P aT FH 5 Bt S 08 == it
T
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SUL=THRS (TBT) (96%), & - T#% (DBT)
(96%)FI =& — T 2 MBT) (95%) W H Aldrich
(Steinheim, FEE), PHAHRIEIE T L (Merck,
Darmstadt, f&ENFIHFEE(Merck) (3:1) BIERAIAT
WL E GG AT IR . TR A PLE B EAIRERLE -18°C
RGO, B TAEIR IR B R Pl R il & ,
K H SR (Merck) FITH E(Merck) M & 4 56 i 32 B
VUL &Y, KA CHMER #4(Galab, Geesthacht,
EENE T G,

IR VA TR (e 4 1oSn T A& 4) WH ISC-
Science (Oviedo, Spain), FHEZFICER(3:1) HIiE
BUEFIFRE, -18 °C T#LIRAE, & 1 FoR A Ibrey
i T A R 2 BRI B

F1. R% ™ sn WTEHRAYS MBT, DBT 7 TBT MR R4
RALRE (RHREE A 95% EfSKia)

B RER

BEfE 116 117 118 119 120
£E (%) 0.029 0114 1433 8240 3.127
THEE 0.008 0005 012 015  0.032
REE (ng Sn/g)

MBT DBT TBT

0.121 +0.005 0.748+0.009  1.019+0.017

M7 By B IR 2 PACS-2, 1 B g K B KR 7 e
(NRCC) (Ottawa), LAK CRM 477, W4 H Bureau
Communautaire de Référence (BCR). {/kFiR7k
P A TRERE B T 2R B LG [ e

W28

sy H Agilent AU 6890N BY A (2 ik, fit &
Sy AN T ERE ORI HP-6MS BARAE (s AE BRI
5% F<H: AL ESERE, 30 m x 0.25 mm NAE x 0.25 pm

B TRy, 1% SAH R (LS £ T 22 HE A8 10 T B A N 23
5973 LA VOARAT L ,

HAAAR, HFEHEA: 1.2 mL/min, #4EER S
60 °C, fH{@ 1 min, 2&J5LL 30 °C/min Y 2T
2 FcsinE 300 °C. R/ AN Tt FE H A5y
AR, (R s IR R 9 Bk 280 °C
1230 °C, HTFETE FILAVHE TRER N 70 eV, 7E
m/z 40 F| 400 [ =0 N R E A R DAS A
TEE TP BT A A PR 7 35 bl R
M-29(E KRNI TB 1, BT =Y
Al 10 ms. BB FAEMI(SIM), R T A
e 54 m/z 1E. BRMEH GC-MS [ &% Bk
I A AL (autotune) ETIEIT GC-MS &1
b, bk, *FFrf GC-MS A shiEIE#RR H LA
=T HEMEPFTBAE LA L &4, B En Dt
31, 50, 69, 100, 131, 219, 264, 414, 464, 502, 576 Fll
614 amu LR E T, fEHSLHT, Hmz 69, 219
1502 fEFEA = E B T BRI R BUEMIL.,

TRTR

MRYP RN B S MR ERIPTER

£30.2 g HES MRS 19Sn ) MBT. DBT. TBT
A FRER, SRESCETINA 4 mL CERFTHBERYIR
BE(3:1). PR 22K AP (30 W) #LEE 8 min,
200 uL 244 BT SO B 5 Badk R

HRARPH Bt S MBI ERETER

2)0.2 g AP INAM4E 119Sn [ MBT. DBT. TBT
PIRRA MR, SRIGSLRIIMA 4mL CRFNH EEAYIE
B (3:1). BTt 234 AE 37 °C /Kim Rk 1 /b,
250 uL A% BT SO B 5 Badk AR

HHHIL SMIETER

ARIE SIS CHEACAE 7 mL BT RRZL 36 135 W 3%
BEFE ML (Supelco, Bellefonte, PA)F 47, H 4 mL
1 M HICRE ) CFRANEE iR pH AT S 5.4, CHEAE
KH 0.5 mLAY2% w/v W CEMBRENIE 0.1 MY
NaOH ##47. Fahk?% 10 min 25, EENIRKE



BRI IERE S, M AT — BRAFE-18 °C IS
BT . REHRREISELEARZESZ) 10 uL,
BB 1 uL SR GC X Es

KeEp RSBt SMBERAETER

100 mL /K E T F&MAWBA Y, 5k
noSn PIMbRiR A . A TRIEMRIRZE, WMl RE
FERUIMA RIS AR . N T InbRa R S A
i RTFEhIR 16 min. 25, TIA 1 mL CERIE
W pH AT E] 5.4 #1100 uL 2% w/v (9P CHE R
B 0.1M NaOH IR AT B LG L AN CHEAL,
BJE, A 1 mL CRERIBF, A& R
PR B AEROR AV ANIIAL . BT X Lo B D TR AR & (e
H SIS A T, DUMEREIKE AE. TR
R 10 min, #EAHIEH > ELE I E R
SrAHUAREEREE] 2 mL GRS T, A5, AR
REERTOEEMEL 10 uL. 558 1 pL B ES
¥t GC AL g AT,

SRE5WE

GC-MS ME R ELL

B ICP-MS RES MBI CHRMFEMEL, (HELE
GC/MS H, B2 13C WA fEd ket A 848 LA
MU BTRR, 40 3Ry E A B2 SRR T
AR AT R 5 B TR 30 AP EZE RN AY m+1
Flm+2 B mk, RAAZX 1F02:

L = I nXa D

Lo =In- 1/2 - n(n-1- X2 15, (2)

K Xis, & PCHIX T 12C WU AR 42 FE(0.0111/
0.9899), n &0 T B TR T4, 175251
m. m+1 Fflm+2 FRE, *TRERSL A& m+1 F1
m+2 [ TRk AR I ok W B R g o M) 5 A4 T
RAZIERT, 4 Bkt B 116Sn, 117Sn, 18Sn, 19Sn I
1209 [alf &, FEAS TR B 055 58 % FH BC
XFm+1 Fl m+2 B TTRACRIEIE . BT 9 E (DR IEA
Kb

116G = 116] ©)
80 = 7T - x(5m) @
118G = 15T — x(1178n) — y(1%Sn) (5)
119G = 19T _ x(1158n) — y(1"Sn) (6)
1208 = 120] _ x(1198n) — y(115Sn) )

X x BTHAE T m+1, y ZTHEE T m+2, 14Sn
i vssn B TTRR AT LAZRE , BB RRFEEARE
ik, MM 116Sn WIS 558 /T LLAHIEE m+1 F1
m+2 Tk, 2 2 51t T4 GC-MS il MBT. DBT
FTBT Bk Bemy o0 - foimk 1 x i y. M1
A AR BIFES . IAR AR A Y H TBT (m/z = 287
B 20 DIERE 5 T

% 2. MBT. DBT TBT M AIRERNFHEF

R MBT DBT TBT
GRME (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
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1. #&. NEHIESYS TBT (m/z = 287 F 291) M5 F M Rk E

SIHENHESH

M RHIE S B8 T2 3. A IBRAD 2
BT EE LI BRI B G il R BB
Bro kA TR P Y MBT. DBT 1 TBT Z )5,
KA 3 2 AMbRE R ZE SR, JErEIME
F— /S A2 10 ng/kgTBT HIRERUFKFE S5 HT
TREIK 50 M B R 3R R AR 3 AN AN [R] 9 B At D 11
DI 16 25 S PR b T S Ak BTGRP
R FERE Sl A A SR bR R AR (T
W EAR) A RERE MBT. DBT 1 TBT #5EI#4,
T AR A A T oo E N A T AR it RO A R SR s ofe
s iR, BATRTLAER], Brf b &4 e i s ik
FEIK _EEBARE] T I,

#3. SEKERPHERIESH

MBT  DBT TBT
AR (3 0) (ng/Kg)0.2 0.1 0.2

EER (10 0) (ng/Kg) 0.8 05 0.7
=M (% RSD) (n=9) 14 16 2.8
EBE (%)

HRIKE (ng/Kg)

A&k 2 (n=3) 98+7 101+2 10249
@k 200 (n=3) 103+3 97+2  104+1
ik 100 (n=3) 101+2 98+2 101+3

SLEHENS T

K ARSI o7 5 0072 T WA 2 b a4 Bk 9 MBT.
DBT #1 TBT: — /N ULAR#(PACS-2)F1— /> 2 4 2
(CRM 477), BFZINIERIZ LA RHERIEF T 3 IR ARST
FINFR L, B GC-MS o #r 3 k., % 4
(PACS-2)F13 5 (CRM 477845 T GC-MS 2 Hr A~
ZLLAP RS R,

PACS-2 1 TBT #l DBT B Hr&s S (% )M E(EAEIN
UF{EYEH N (TBT 24 890 + 105 ng/g, DBT 4 1047
+ 64 ng/g). i MBT FIMIE (E 2 & T ECRAVIAIE
{H(450 ng g-1). i, PACS-2 EHIAIE T MBT &7
®{H, MBT #IERFEEHE A 600 ng/g - L THATH
LM EE . 43 Hr CRM-477 ZINUERIIE2REH 2R 4H
P EER (R 5) UL BRI A T 2R B0l e (H 3 5l
UETE AR AT

*4. FF120/119 AL ZELLM%E PACS-2 5 MBT. DBT #1 TBT
MER: BiERTng/9 5

TR MBT DBT TBT

1 623 +2 1022+ 7 872+9
2 605 + 4 971 +£10 863+ 2
3 617 +17 996 + 1 849+ 10
FyE 615+ 9 996 + 25 849 + 10
RSD (%) 15 15 15
IEE 600* 1047 + 64 890 + 105

*RERRE ATHRZBIAEE



% 5. CRM- 477 51 MBT. DBT 1 TBT BYillE4ER; BBl ng/g
it

FTXR MBT DBT TBT

1 1154 +9 761+7 816+ 6
2 1173+18  766+3 81742
3 1207£19  787%4 84112
FHE 1178+27  772+14 825 + 14
RSD (%) 2.3 1.9 17
AIEE 1014+182 786+ 61 902 + 78
&k

FER T R 7K . DURR S R b S ) — T4 |
TTRMZ TR ENYGE ., BT oA
P, K IAR T 16Sn F1 1S AR I AT R B
Bt A RKE BC AU m+1 Al m+2 X% 1188Sn, 119Sn I
12090 R A DTRR . O DRI AR kR ekl e 3
WIEDTER, bl LAH — kR Bara = Fh T2
B AR . 1ZTERIE T TR AWIEER
A ATREIR 22, AL T IRIRARMIBR, REEH)I#ER
PEN SR AT DAt i 1 B bbis B2 5 s IREE bRy
A FE R A BRI, BRI A KA S — ke 2R 20N
T2 ng ikt &4, S 2, FrigHiny ID-GC-MS
BRI MM E 5%, 40 GC-AED 2 GC-FPD 5L
RBREA, ZhEMERNEE RS Ge-1CP-MS /7
TR R R A,

AR T IER A PO LR AR, AT E1E
FRERI TR, T HAA KR T AR AE R AN S5 A
BRRFTRRIN TR FE X AR [R] O S0 B 43 #7120
WA H AR SR GO-MS, M AFEMCHE a2 45 H o A7

R, — Aot N R—K AT 15 UL ERIRES
X B R TLAS LR 92 56 5 2R FHZ 5 1 Sk e v
CAE3 7RI, mmH VS ESINEYAI(Spanish
National Accreditation Body) L& ¥ UNE-EN
ISO/IEC 17025 MY ERKAIN T ARG et Rt &
F& I
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