BB A T LEWHEOGH, BRBA ORFEIZE S 265

— T2 YN L= FMROT AT 2 8L L— FOKEGH DR —

W BT, SRR, REE -, AZERS, el ORESERD



FILRRIBFREE > 2 —F#H 31, 53-60, 2007

(EEH]
BB RMEA FLEWE O, MBS OFHFEIZE T 505

— 72NV L= MR AT 8L L— NDOKEDMEDOKE—

Determination of Fenvalerate and Esfenvalerate in Water by GC/MS
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1 LI
TN LL—= MR TZ ATz N L— MIAKY

EREEDY 0.3 mg/L ARV &2 FEo,
WEAF ORE ATEE E LTiE, THHRMEN I EEE AL

LAauA FREWAITSH Y, MgtkasCH, WK OB
PBGRREZ & 0 B S, AahiEAEE TR 0.01 ~
8ppm D REW KRR BLESBREENT VWL, 7 U NL
L— P oOREERZ X LIRS, RAREN 2D L

1 WERMEOEENX

DS 4 DDNFREMAR (SR, RS, SS, RR) »F1E
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ROz, RO IOV THRE L7z T
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2.1 HERUHRE

7 x 3L L— |} CALBIOCHEM (25mg, 95%)
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NV V() ¥l ¥ -dl2 : Cambridge Isotope LaboratoriesInc.
(10mg, 98%)
AFH Y, VIFNI— TV R . PCB R
(5,000 fi i)
TAIIVE SR REERR
MOKMRER S MY A, AL MY A R R
PCB ikl H
LC-Florisil (1g/6mL) : SUPELCO (#'5 ZA#)
sa—+~ (Q2L), #5AEr (1L), +AMT7 522
(200mL), F—n¥—%— (200mL), AE v A
B4 (10mL)

2.2 EKEBRUZH

2.3.1 GC/MS : GC ; Agilent6890, MS ;

JMS-Automass sun
i A DB-5MS
30m X 0.25mm X 0.25pm (J&W)

BT L 50 C (2min)-20 C/min-120 C (Omin)
-7 C/min-310 (5min)

EAT 27w LA (28— VB IEEE
1.5min)

WA 270 C

FAR 1 uL

Fy YT —=HA Y2 (ImL/min)
A05=7x=AEE  240TC
A4 VIFmE  210C
A4 ALEE 70eV

ME—F SIM
EZF—AF e A
fenvalerate, esfenvalerate 167 125
esfenvalerate-d7 174 132
Benzo (e) pyrene-d12 264
2.3.2 HPLC : BZLCI10AD
VIl AN SUMICHIRAL OA 2000
46mmLD.x 250mm (fEALSHT& > & —)
B n-~¥Hr 1 12-Yruury sy
J—J)V=500 : 30 : 0.15
it 4 ImL/min
717 Mg 40T
AR 15 uL
Foe it UV230nm
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ZHXHITL 2L E— MIB L7z, NaCl50g &4
Z—MlOong ZFML, 100MIRE 9 Lize HodkE L
28, KBIZILFT I AL V22T, ~NF¥ ViK%
200mL M=V —=h =B L7 TOHMEER, n-~FH
V50mL CHEMYEL, "FHUBEHREDH DL, N
FH UETIE, KRS MY ATHAKL, SR
SAa~EL, =% —INKL—%—TH ImLRE
FTRM L7 O LOAFH L I0mLTI v T4
sy L7z7aYINA— M)y Th T AICHIBE
AWML, 3%T—7)V/ ~FH 2 10mL THhiF L7z, K
12, 10%T—F )V ~FH% > 10mL % &L, EHiEE
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[Chromato] 1 187 ¥-Soale : Abundance(¥)
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M5 {BEMEEDOGCMSTOUT>>alaALh

x2 PBEEIV) -2 THBRER

PR R R o> B H B e O FRAr

(ng/mL)  FRAFHE0)  prir (o) IR (%)
5 1.0 98 91 -
7 1.0 95 88 42
9 1.0 55 53 -

WL 720 SSEMEMRD EDRMARITEAL L 72 iR 5 72
DI, pHI To 1 KO 2 HPLC Tl Sk ik
DR AT 5 72/ %2 M 7 12RT, HPLCOY 57> ¥ 3
YEALLY SREMARDAK SN LAVHIL 72,

3.3 HHEOREMHR

DIEA 7 ) —= Y THBRT I A7 2 YNV L — FAS
etk (pH5) TTIRII%ERETH 72T h b, Wik
THRBLERPIEETE 27 X 2V ¥ V8% BRI
WIS 5 2 & 2 ket Uize BAEERERIE, kT A
7N L—1bF50ng/LEE7="V L —F
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X7 185 (pHI) OERD 7 O~ kY 5 L (HPLC)

WAL, 30 HERICIIRIREE L L T60 %FeE$ THA L
2o —H, TAANVEVEEZRMLZYGE, TAT72V
NL L — FBSREWERAEELZILT 5 LT EALY
%<, 30HRIZB 80 %L I L7ze 7L L — |
ORGEHERBRE R Z K10 EX11ITRT, 72 ¥ L L
— ST AINE VRESRINOYG, 30 HEIZIZHIREE
LLTH0%BEE THAL7z2S, TAINE Y Ba
L7258, 30 HiRIZ D 80 % Lh LAFAE L 720

3.4 HIHBEEORKRE

WHBEELIZOWT, AFH ey runxsy vzl
L7z#R 2 KI1218R T, BMEAKILICZA 7= NL L
—FEZAT NV L= -dTHENZEN 2ng ML,
AFHEYraa Xy T2 i 2Ty, FhE
MM PR Z K L2225, ZEAEFUETH-
7S, WiEPE OIS T v A RIRL 72,
3.5 JU—-27 vy 70O%E

— WO TIEHI3IRT EBY, TA 7z NL
L—btDVFryary 4 aoi lZliEY— 272380
SNznT, 7aYIVAI— )y IH 5L (1g) TD
I =Ty TRRE L, KI4ITRTEBY, WisEYw
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5ng/100mL /K (FEFM)

O fenvalerate SR M fenvalerate SS ‘
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0
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M8 IX7z /NLL— MRIFMRER
(7 ZOIVE CBRESR) R
5ng/100mL g7k (7 R3LE VB FRN)
‘Dfenvalerate SR Efenvalerate SS ‘
50
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)
c20
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0 . . L
3B#% 8% 128% 30B#%
M9 IX7z>r/NLL— MRIEMRER
(ZZ2IE BN #ER
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10 7z >/SLL— MRTEMRER
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100
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o
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RO LB (2ng/#EHKIL)
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esfenvalerate (1L/0.1mL)

AR ER SR

o AF TR o BRIEEE WO HOPER G AT
A4 L) (ng) WAERE 70T i %0 %) B (%) FE (%)
5 BLK 1 0.3 8 0.31 103 3.2 107 10
WA 1 09 5 0.92 102 14 114 9.0
K 1 0.9 5 0.90 100 52 128 17
fenvalerate (1L/1mL)
AR TR o RUGEE W RN WG AR
A L) Gng)  WEBIEC TCTY it %) B0 IR (%) R (%)
SR+RS 2.3 24 105 2.3 104 6.5
TIPS . == g
SS+RR 2.7 2.8 103 6.3 117 11
SR+RS 8.6 8.2 95 44 70 12
WK 1 _— 5
SS+RR 114 12.0 105 0.6 101 6.5
SR+RS 86 85 99 77 89 12
ik , == 5
SS+RR 114 116 102 5.1 96 0.5
Kb I S FE, B0 0w b 7T A ClEY Filx CPRITERB) | 9 105-THIML, 2085
— 2D bR Ao T BELLEESITELEY Tx v AL L— F b7 IDL

3.7 BRHERFRCESRR?
FEM TR (IDL), M EOBM TR (MDL) K&
R TR (MQL) 1, [ME2Y B BEs e o

[Chromto] 187  Y-Scale : Abundance(X)

- IA7 /N VV=19ng/mL

ocssero) | 4 j:”]
Y {AJ\\
h18ty528

A/ IO, 9ng/L

i I ECI UV NI T h18ty529

e e L e et B e e B

15 AllKDIA< T T L

A/

IAT /N VV~F9ng/mL

8tv63¢[0] ﬂE N jJ
iR dN l]

h18ty657

1 e .
#AN0. 9ng/L

T T T T T
30:00 30:20 30i40 81:00 81320

X116

75

wAKOIAY NS L

X, SR & RSEMAORAWA050ng/L, SS L RRE
MAROREW A 028ng/LTHY, TA TN L—F
(SSEER) 725K 7-IDLIZ, 045ng/LTdH o720 7
YNV L— M bRO 7w FRRAME, SR & RSEME
kDR AWAH0.55ng/L, S.S& RRBEMKDREWH
17ng/LTHhY, TA7 L L—1b (SSEMAE) »
SR ERRAMEI, 11lng/LTh o7

x4 KERHTRIE (DL

W o IDL Bk St IDLARHRG
(ng) L) (mL) (ng/L)
fenvalerate (SR+R,S) 050 1 1 0.50
fenvalerate (SS+RR) 028 1 1 0.28
esfenvalerate 045 1 1 045
x5 NHAEODHRETERE (MDL) RUOEE TERE (MQL)
w w AEE RE RIMTRME e TRUE
9 (mL) (ng/L) (ng/L)
fenvalerate (SR+R,S) 1 1 0.21 0.55
fenvalerate (SS+RR) 1 1 0.66 17
esfenvalerate 1 1 0.40 1.1
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