goboboboogd
goboooboooooo

26-0000-4(33-0000000000)
0000=3[(000000000)-2-

Ooodobobojooobo=0000

2,6-Dichlor 0-4-(3,3-dichloroallyloxy)phenyl
=3-[5- (trifluoromethyl)-2-pyridyloxy]propyl ether
goo2-[3-[26-00004-[G3-0000-2-00000)000]
goooojooooo])s(oobobouoboo)yooobo

gooon

2-[3-[2,6-Dichloro-4-[(3,3-dichloro-2-propenyl)oxy]

phenoxy]propoxy]-5- (trifluoromethyl)pyridine,

Pyridalyl

gooooooon

F F

cl o) Cl
. = | \A\‘,/
Cl
Xy 0 >
Cl

CAS U000 179101-81-6
U 0 00O CigH14ClsF3NO;3

gooooooon

ooQg 00 00O oooo
oo 0og 10g Poy,
0 00000000000 O O (g/m’) (Pa) (mg/L)
491.12" 0 227°C 1.4 6.24x107 0.15x10™ 8.1
0000000 1 , 1 1
(488.9680) ooo " (oec)? (25°C)? (20°C)Y)  (20°C)"
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gooooon

0000000000000000
000000 D0LDsO>5000 mg/kg *
000000 D0LDsO>5000 mg/kg *

U ADIU

0.028 mg/kg 0 0O/0 Y

o000
ooo?

g

) dooboobooboobbotoooooobbo27bbob o230 1000
2y bbbuooooooobobbuoboooooooobbbbboooooooo

gobobbbdooobobbodoootbD D 33-440 2005s.

j) bbb ogooooobbbboodod boobbbbb400000

220 300

() 0O0OO000

gobobbbotboooboobbuoooooobbboooooobbbd
gobobbbotbooooobboooooobobbboooooboobbd

§1 O0OO

goobobobobboooooobobobbo eoMs-siMOoooood

(2 00000

oDooo
0Doooo
p-000000-dys
oooo
oooo
DO0ooooO
0Doooo
00oo0oooog

goooobbodododtni>9%
oooobbodoodtnil>9%
gooooobbodgogooon
gooooobbodgogooon
HPLCUOOOODODOOON
gooooobbodgogooon
gooooobbodgogooon
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ooooooad O0O000ooOoooooog

ood O000DOO0o00ooOoobOobooooooog
O0000000DOO00OOOooDOOd

gooooboooooo [J Supelclean LC-Si 1 g/6 mL[ Supelco [J

gooooon
gooooo/ooono@e9 ood

gobob2zmL0O200mL 00000000000 0O00O00000O0 200 mL
gooooobo/iaoogaey uogooboo

goooooooobooboon
gobobbbotbooooobbuoooooobbboooooobbbd
gobobbbooooooboobbooooooobobbd

U3xibodooooodono
gobilirgooobbogg3oecgddi3%wuobodoooooon
goog

goooooon
gooon

goooboobbood oomgbddoooobooDbOOd sOmL O 200 mg/L
goooboobobooobbbodooooonboibinodmgLi20.0mg/L 00O
gooobobd

goooon

gooobobpO0bO00oO-ds00O 10.0mg0O00D00O0O0OOODOO 50mL
200mgLO0O0O0O0OOOOOOOOOODOOODOO0O0O0O0O010.0mg/L OO
gobobgogad

goooooooooon
1.00mg/LI20.0mg/L OO O0OOOO0OOOOOOOOL O 0.0000 1000 ng/mL

gogoobobboooooooobbob eoMSObooooooodd 1mL O

gooobbggsoeopbdooooobbgooooon

goon
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goooboobboogcomb)ydddgnonooboodd (100 mLO 200 mL)O O
gooobboesmb)ibbDoOoogoooooooon 1o

(3y 00O

goooooooooon

gobobobbbogooouoobbuoooooao 21g30ooobon
gobobbbotboooooobbbogoooobobbbooooooobbd
ud

gooooboooobobbodood
goooon

oo soog-deyODOUOOOoooooobbodg 4omLO00000d
goboobsggoobbobboooooobobobbooog2s00rpmtd s
gobobbbtbgoooobbbuobodg comLlD0000oooooobn
gobobbbotboooboobb4omil 000000 OOLOOOOOOOODO
gobobbgdooobbbbooooobbbbooobbibb 80mL
gobobbooooooobbd

gobobbodod oomLlO0O0O0O0000 30mlO000O0 10mL OO0
gostgooobobogoooobbboooobbbboooobbb
ot iomL 0000000000 obgoooooobboooooon
U sSsmLlUO00000O0O0OO0O0O0O0O0O0O0O0OOO0LO0O0O0O00O0Oo0o0nn
gobobbooooobl 1 mbooooobd

gobobbodooooobbbsmddbobgoooooobd
U (Supelclean LC-SHO D OO OUOO0OOO SmLO00000O0O/0O000(1:99)
U0smLlUO00O00OO0DODOMMO200000000/0000@0:99) OO 5mL
gobobbbotboooooobbbogoooobobbbooooooobbd
UlmLlO0OD0DDOOOO (100mg/)sopL 00 000O0O0OOOOOO

goooon

gobosoogwet oo ooooobogoooboobd
gobobbbotboooooobbbogoooobobbbooooooobbd
gobobbbotboooooobbbogoooobobbbooooooobbd
gobobbbotboooboobboooooobb4ombl00goooon
gostgoooobbogooobobbboooobbbboooobobb
gobobbbotboooooobbbogoooobobbbooooooobbd
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guobgggoooobbuooooobbuooooobbouooooo
gobobbbtdoooouoooboogodg2seorpmdsgoogooonon
gobbgoooobboooobbilcoml U000 ooobgooonoogd
gobobbibtbdo4ombdbbbgogoooobboooooon
gobobbbotboooboobboooooobbbobodg 8omL oo
goboobbogooooo
gobobbibtdod iombdobobibd3omtddon 10mL OO
gostobugooooobbutodoooobbbobg3pgooooon
gobobbbotdoootbb om0 gogoooobboooooon
gobobbogoobb smLgobooogooboobbogooobn
gobobbodooooobbogoooobbb smLgoooonbg
gobobbbodoooobbbogoooobbbooodod 15smL 00
gosououbboooooooobbbooooooobbbobooooobbb
gogbobbmoobobbboodoooobismbbbbodgoogn
gobobbotbgoooos3sbpuggooobobbogoooooobbd
goboboboogd
guoboboooobobogoobbud3suuooooooonnl 100 mLO
ot ilomLlO00O0OsSODO00000ooogooooooooobobbn
gobobbbotdooobobiomblOb0goooobboooooon
gobobboooobobb smddbobgoooobbogooobn
gobbgooobbtoooobbooobbioobb 1mLO0O00ooog
gobobbodooooobibb smLdobobgoooooobbd
U (Supelclean LC-S1) U0 O DOOOOOOO SmLO00O00O0OO/M00O000((1:99)
U0smLlUO00000DODOMMO200000000/0000@:99) OO 5mL
gobobbotbooooobboooooobobbbooooooboobbd
UlmLlO0OO0OO0OOOO0O (100mg/)sopL000000O0O0OOOOODO

gooooooon
gobobbboboooboobbuoooooobbboooooobbbd
gobobbbbooooobboogooobbbobogo

good

gec/MsSOOOd

goon g2010Ps OO0 Q00O

goooo U DB-5ms (30 m x 0.25 mm x 0.25 pm) [ Agilent [ [

goooo 0 80°C (1 min) —20°C /min—260°C —2°C /min—275°C
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(10 min) —10°C /min—280°C (2 min) —10°C min—
300°C 2 min) 0 0O 40

ooooo godoodooooooooodd 0.8 minl

ooooo 1 240°C

ogoooooad OHeOOODOO 89.6kPal D DO OOOOOOONOMO
1.3 mL/min [

ooo 01 uL

Ogodooooood O250°C

ooooon 0 230°C

ooooo O EI

ogoooo [ SIM

ogoooood ooooon

m/'z2040 0000 0mz1640mz1760 0 0 00O
OpO00O0O00OO-di4
m/z 244

gooon

gooobobobi1pebO coMSOOOOOOOoooooooobooboogd
gobobbotbooooobboooooobbbbooooooboobbn
gobobgogad

goon
goddilpwc cgOMSUOOOOOooooObOooooooooboobood
gobobbbooooobboogd

gopooooo
ooooon
gooobooDbo Cugke-dryyDODDODOOOOOO
C=(RL RYOQ/VIA
Ry: DO0DbOOodoooobbobbtoooooobobbooooon
R: 0D0DO0O0ooooobobobbbodooooboobbooood
ood
Q: Ubibiiuuuunbbbon (pg
U=0000000000 (guLyx 0DDODO0O000ooono ubyd
V: OO0 (kg-dry)
A: 0000000 DO0O0O00O0OD0DO@mL)/ O000O0OmL)O
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000000000000 00000ononooo
Q=0.0500 (ug)
O=00000000 (0.0100pg/ul)x 00000000 (5.00 pL)d
V =0.00500 (kg-dry)
A=10.12500
O=00008mLO0 10mLOOO0

0og
C=(RaJ Ry)*80.0 (ng/kg-dry)

ooog

oo0oodoo
goooobood C(ugkg-we)W OO OO oooon
C=(RL RY)OQ/VIA
R: 0l bdoodonobobooooooboboooooon
R: 0U0Ud0bobooogooobnoodoooooboouooood
000
Q: bbb buoogd (ug)
O=000o0obobooodg (wu)yx dooooooood (uo)d
V: O0oOO (kg-wet)
A: 0000000000000 DOOMmL)/ 00000 (mL)d

0000000000000000000000
Q=0.0500 (ug)
O=00000000 (0.0100pg/pul)x 00000000 (5.00 uL)O
V = 0.00500 (kg-wet)
A=0.12500
O0=00008mLO0 10mLO000

ooon
C=(RaJ Ry) * 80.0 (ug/kg-wet)

0000

OD000000O0(@DL)O
0000000000 ILO0 100000 500
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U1 Ibrgggog

goo™ IDLOOOO0O™
S IDL (g<iry) oooo (ag/adiy)
- n -
(ng/mL) gy (mL) gey
(g-wet) (ng/g-wet)
ooooQ 0.48 5.00 1.0 0.76

*1WOoOUO gdryd OO O g-wet
*20 000U ng/g-dryld O U U ng/g-wet

D000000O00O0MDL)ODOOO0O0OOMQL)D
O0000O000O0OMDLOOMQLOD 200000 600

02 MDLOO MQLUUOOOO

oo 0ooo MDL MQL
ooo oo (g-dry) (mL) (ng/g-dry)  (ng/g-dry)
(g-wet) (ng/g-wet)  (ng/g-wet)
00 5.00 1.0 1.1 2.8
goooo
00 5.00 1.0 0.75 1.9
O O

gdimoood 2%bbudggogobobbuodoooonobobbodgo
gogoboboobobboobuodooooobobbuoooooobobooon
goobobobbodooogobbobobbo™uogg SGenoooo
ggoobobbodad
gd20dgogoobobbbooooooobobobobbbuooooon
gogobooobbooooaan
gd3ggooboomobbooooooobooomoouooooon
gogoboboobbooobbobbooobbobbbouoooooboobo
gobboogbobobogobobbbodobooooooobooo
gogobbobbboogoooobbobboooooobooboobood
gd400bpbobbboggoobbbbbodooooobobbboooon
goggobobobobbodgoecubbobobbouoooooooboon
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gostoprgduoobbodgoooobbooooooob 21 s3bood
gobobbog3goooboggoooobboooooobibt

oooo
03 IDLOO0OOOO
ooooo ooooo

000 (g-dry) (g-wet) 5.00
0000 (mL) 1.0
O00O00 (ng/mL) 2.00
00000 uL) 1.0
0O 1(ng/mL) 2.16
00 2 (ng/mL) 2.22
Ud 3 (ng/mL) 2.15
U4 4 (ng/mL) 2.27
U0 5(ng/mL) 2.11
00 6 (ng/mL) 2.04
0O 7(ng/mL) 1.90
000 (ng/mL) 2.120
D000 (ng/mL) 0.123
IDL (ng/mL) 0.48
IDL 00000 0.76
(ng/g-dry) (ng/g-wet)

S/N 7.6
CV (%) 5.8

*1Wodd gdryd OO0 g-wet
*200 IDL =t (n-1,0.05) X 6,1 % 2
*30 000 ng/g-dryld O O 0 ng/g-wet

(x10,000)
1904-00 (100.00)
944.00 (1.00)
2.0 pO00000 g4 mz244 00000 mz204
1.0 AR \M‘M/\\ ‘
: ky‘ [‘ L} i L) N L
—_——————————————————————————————
0.0 1.0 12,0 130 140 150 160  17.0 180  19.0  20.0

01 IDLOO0OOO0OO0OO0DOODO(2.00ng/mL)
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gdeUMDLUOU MQLUDOOOUOLLDLODOLOOUOOOOOOLODODLOUOOO 21
g3tobobogoooobo4bbgooooon

04 MDLOO MQLUOOD

googd ooogno
ao ao ao
go god god
000 (gdry)(g-wet)"' 5.00 5.00
googdno (ng) 25.0 25.0
000000 (ng/g-dry) (ng/g-wet) 2 5.0 5.0
goo0gd (mL) 1.0 1.0
o000 (ng/mL) 3.13 3.13
googo (ub) 1.0 1.0
00000000 (ng/g-dry) (ng/g-wet)” ND ND
O0000 (ng/g-dry) (ng/g-wet) ND ND
U 0O 1 (ng/g-dry) (ng/g-wet) 5.28 5.29
00O 2 (ng/g-dry) (ng/g-wet) 5.25 5.15
00O 3 (ng/g-dry) (ng/g-wet) 5.09 5.39
U0 4 (ng/g-dry) (ng/g-wet) 5.24 5.39
U0 5 (ng/g-dry) (ng/g-wet) 5.79 5.13
U0 6 (ng/g-dry) (ng/g-wet) 5.71 491
U4 7 (ng/g-dry) (ng/g-wet) 5.63 4.96
U 00O (ng/g-dry) (ng/g-wet) 5.426 5.173
ool (ng/g-dry) (ng/g-wet) 0.276 0.193
MDL (ng/g-dry) (ng/g-wet) > 1.1 0.75
MQL (ng/g-dry) (ng/g-wet) "6 2.8 1.9
S/N O 10 12
CV (%) 5.1 3.7

* WO OO gdry OO0 g-wet

*20 000 ng/g-dryl U O U ng/g-wet

sO0O00obboobobooobbooboboooboobbooboboobboobobod (m

=2)

OMDLOOOODDOOO0ODOOODDODOObOOObDbOoOobOoOobDbOoOon
(n=3)

*500 MDL =t (n-1, 0.05) X 6,1 X 2

*6J MQL =0, % 10
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10,000)
“p04.00 (80]/00)
24400 (1.00)

pO000000 g, mz244 00000 mz204

0.0
0.0 11.0  12.0  13.0 140 150 160  17.0  18.0  19.0  20.0

U2 MDLOOOOOODODOOOOOooobod

(x10,000)
7.5-204.00 (70.00)
4400 (1.00)
>0 pO000000 g, mz244 00000 mz204
2.5+ \K
1
‘ T T T T ‘ T T T ] ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

U3 MDLOOOOOODODOOOoooooood
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82 0O 0O

gooon
gooooooon
gobobboooooob 410420000

ooogg E gogogg ggogg :
00O05e00 0000 40mL 2500 rpm 5 [J !
L SO
x 20
L oo oo goog
0ooo 10 mL 000 30mL
80 mL 0000 10mL x20
L OO0 oo oo
000 5mL 000 000000 N,O0D
ImLO QO
LDDDDDDD oo GC/MS-SIM
Supelclean LC-Si N,OOoOO
0000000 SmL 1 mLO O afaiulalalalaln

0000 0 000/0000(1:99) 5 mL
PR FERE T V/~F(1:99) 5 mL

Op-000000-d,50.0ngd

U041 O0ooooobooogoooon
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ERERERE OoooonO ogood
000 5g , 0000 40mL 2500 pm 5 0 :
! 50 i
“““““““““““ x2g Tttt
L 00 OO ogood
oooa 10 mL OooQg 30mL
80 mL OoDOo 10mL x2(Q
L OO OO ogd
O0oQ 5mL 000 000000 N.OoOonOo
SmLO Qg
L 0000000/00000 O ogood ogd
00000 O 0000000 15mL x 3 O 3%0 000000000 100mL OO0oQg SmL
00O 300 Ooogo 10mL x20
100
L 00 OO oo0oooon
000000000 N,OOo Supelclean LC-Si
ImlOO O0Ogoooo SmL
0 00 0O 000/0000(1:99) 5 mL
VR BERR = M ~FH(1:99) 5 mL
L OO GC/MS-SIM
N,OOOo T
lmLO O 0oooooon

Op-000000-d450.0 ngd

042 OO0goooobooooogooon
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gooog
gooobs1oboos20@bobodgoooooos-1oogs20000

0.2
y = 0.18455 x — 0.00179
R? = 0.99906 /
0.15
ﬂ
¥ o1
.|§
0.05
0
0 0.2 0.4 0.6 0.8 1 1.2
00 (mgmL) 0 2 5 10 20 REL 50
051 0000D00O0O00D0D0D0OD0OO0O00
DOO00D0D000 0050.0 ng/mL
OOD00000  50.0 ng/mLO
051 0000000O0D0D0D0D0OO0OO00
0oO
0oooO
0000 (A 00000 (A 00O
(ng/mL)
© ooooo p-000000-ds  (AJAY
° (M/z204) (M/z 244)*
0.00 0 52255 0
2.00 361 53321 0.006770
5.00 885 52414 0.016885
10.0 1883 55299 0.034051
20.0 3698 54157 0.068283
50.0 9155 49645 0.184409

*WODOOOOd 50.0 ng/mL (Cis)
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6
y = 0.25002 x — 0.18809
R® = 0.99599
4
A
n
Ko
.E
2 .
0 T T T T
0 5 10 15 20 25
OO0 (ng/mL) 50100 200 500 I}Eﬁx_tt 1000
052 0000000000000000
DO0O00O0oooo  50.00 1000 ng/mL
OO000000  50.0 ng/mLO
052 000000000000000
000
ooooog
0000(®AY) 00000 (A 000
(ng/mL)
© oooog p-000000-ds  (AJAY
° (M/z204) (M/z 244)*

50.0 9155 49645 0.184409
100 12851 38850 0.330785
200 28821 37789 0.762682
500 76822 36161 2.124443

1000 181751 37031 4.908077

*WODODOOO 50.0 ng/mL (Cis)
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gooooooooboboboo
goooooboe¢oeongmb)y D00 nboeng

4.6.040,000)
Bais0 1oy pPO0000D0 g mz244 00000 mz204
.0oo——rnr—-"t+4r—-——V
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

e UUOUDODDOOGOLngmL)DODUOOOOOMO

gooooooon

goooobooboboooboo7-1odpbboobo-deOooooOg
oo 720000000bbb0oooboobbuogoaNIsSTOogga
gbobooooesoboobobdmz20400000000O00O0O0ODOODODO0OOOOO
mzle4dUm/z176 D0 000 0ODO0O0O0O0OODOO0OO0OOODOO0OOOMDL O
gobobbooooobbotdoooobbboooouooobn
gbobooobooboo mz204000000000DOODO0ODODOODODOO
goooo

goboodbloongmdO0Oooooon

1.0 (x10,000)

0

109

-7 57 7 T 164 T
0. ““““‘ Fd IR TN | TR \‘\ ‘T Ll f 7 2‘57 2\1}3 34 5 i 87 a0 437 454 465 452\

L L L L
75.0 1000 125.0  150.0  15.0 2000 225.0  2s0.0  275.0 3000 325.0 @b 350 40d.0  a2b0 0.0 a0

000000 (Nist)

1.00(x10.000)

204 Cl
0.75 cl & O\/\\/O\m
0.50] /k\\//\ S ! I\J S i F
109 164 F
IR VP (SO TR

75.0 0.0 1280 1sbo w50 2000 2250 2500 2r5.0  300.0  325.0  380.0  375.0  400.0  425.0  4s0.0 4750

07-1 Dgoooooboogod
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10,000)

244
0.
0.5
0.24
1T2 160 12 24‘
oobt g 80 o1 106 | 1383 ATV YRS R A il | 267 on

;
60 70 80 S0 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280

072 pUdboob-ds,0000000O0

goooooon
gobobbboboooboobbuoooooobbboooooobbbd
gooobbds-1os20000

N p-000000 dy,mz244 00000 mz204

-5 \
1.0
sty G ot N \

sherytn

T T T T T T T T T
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

U081 guooobogoooobobogd

= p-000000 dy, mz244 00000 mz204
05 [ K o

U082 Ugooooboooooobbobogd
goooooon

goobGog-dyyddddoGogwe) OO DODOO 250ng 0000 OQ
gobobbbodoodebbbgoooobbe-1094000t
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e Luogooy

oogd oogno
god gogd googd
oogd oo0 g-dryd O0O0 000 ng/g-dryd
(ng) (%) (%)
oo0 g-wetd 000 ng/g-wetl
g 5.00 gog 3 ND U U
goooo 5.00 250 5 59.8 120 3.8
g 5.00 gog 3 ND U U
gobooo 5.00 250 5 54.9 110 5.7
s
"204.00 (80,00)
S e p-000000 dyy miz244 00000 mz204

0.0 ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

0o-1 0dobbobbbouooooooboboobo

4.7(10,000)
Bai%0 100y p000000 dy miz244 00000 mz204
- L
] R
0-0 T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

092 000bbobboougoogobbobbododgd

3.9 (x10,000)
-7P04.00 (80.00)
pas_00 (1.00)
2.5

m/z244 00000 mz204

0.0 ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

o3 gubbobbbuooooobobobo
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10,000)
1204.00 (10.00)
144.00 (1.00) p-000000 diymz244 00000 mz204

Uo4 Uooooobobbooooobobbboood

gooooon
gobobbbooog7bobobbubooobobbbibbodd4ecutn

gobobbgogg-=25secchggguoubonbogooouoobbiod 140

gobobbogoooooi1bbgooooon

g7 bDooogooo

000 (%)
ogdg gdg ggonod
14 00 100
RN 2 5.4 ng/g-d 105 O
0oon gty
ud 2 5.2 ng/g-wet 114 U
god 2 20 ng/mL 98 98

gboboobobdoonobooobooooo

oooboDbOoOodd(Supelclean LC-SHO ODOOODODO S0ng OO OOO
goooboobo/moooog(@:yy) ooggooboobboooooooDb 81
goog

gooboboobboooooobbobbbbooo/oogona@e9) O sti1omL
oo 100% 00000

gs-1ggupooootobobog/uuouobobbbooood2mL ™
gobobogooooobobbogoooobbbud s-2000ded 10 mL
oot 10t obogdggooobogogostgio m Dogoooog
goooobod

206



081 guouoboogooooon

000 (%)
oooo 005 5010 10015 15020
(mL) (mL) (mL) (mL)
Sggg 0000 0 0 0 0
0 O 000/0000(1:99) 0 100 0 0
082 1%00000/0000000000000
000 (%)
noooo 002 204 406 608 8010 10012
(mL) (mL) (mL) (mL) (mL) (ml)
0 O 000/0000(1:99) 0 0 0 95 5 0

gogooobooooobbodaod
obobobdOmz204000000000O0ODO0OODOOOMDLOODODO
goobbbbbuoogoobbobbodooooobobobbooooon
goobbobobbodooodoon 10-1010-3 0 BPX-50 30 m x 0.25 mm % 0.25
pum)U0 OO ODB-Sms U OO 0OOO0OUOOO0O0O0O00O0OOOO0O000000O0O0
BPX-50UOooooooooolsedbnoibooudDB-5ms 00O
goobbobogbbuuoooun
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(x10,000)
$04.00 (15.00)
$44.00 (1.00)

p-000000 diymz244 ooogoo0 mz204

2.0

1.0

10.0

010-1 DOO0Ooododb@o.ong/L) OO DOODOOO
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2,6-Dichlor 0-4-(3,3-dichlor oallyloxy)phenyl=3-[5-(trifluor omethyl)-2-
pyridyloxy]propyl ether (Pyridalyl)

An Analytical method has been developed for the determination of pyridalyl in the
sediment and biological samples using gas-chromatography mass spectrometry
(GC/MS) .

A sediment sample (5.00 g-dry) is extracted with acetone (40 mL) and the extract is

collected after centrifugation for 5 min (2500 rpm) , twice. The volume of combined
acetone extract is adjusted to 80 mL and mixed well.
Ten milliliter of the combined acetone extract is mixed with distilled water (30 mL) and
hexane (10 mL). Hexane extraction is conducted twice and the hexane extraction is
concentrated to 1 mL. The concentrated hexane extract is cleaned up by a silicagel
cartridge (LC-Si, 1 g). The cartridge is washed with hexane (5 mL) and 1%ethyl
acetate/hexane(5 mL) and eluted with 1%ethyl acetate/hexane(5 mL). The elute is
concentrated to 1 mL by a stream of nitrogen gas. The concentrated sample is measured
by GC/MS after addition of p-terphenyl- d;4(50.0 ng). The method detection limit
(MDL) for a sediment sample is 1.1 ng/g-dry and the average of recoveries (n=5) is
120%.

A biological sample (5.00 g-wet) is extracted with acetone (40 mL) and the extract is
collected after centrifugation for 5 min (2500 rpm) , twice. The volume of combined
acetone extract is adjusted to 80 mL and mixed well.

Ten milliliter of the combined acetone extract is mixed with distilled water (30 mL) and
hexane (10 mL). Hexane extraction is conducted twice, and hexane extraction is
concentrated to 5 mL. The concentrated hexane is extracted by shaking with acetonitrile
(15 mL) three times . Three acetonitrile fraction are combined and mixed with 3% NaCl
aqueous solution (100 mL) and hexane (10 mL) . Hexane extraction is conducted twice
and the combined hexane extraction is concentrated to 1 mL. The concentrated hexane
extract is cleaned up by a silicagel cartridge (LC-Si, 1 g). The cartridge is washed with
hexane (5 mL) and 1% ethyl acetate/hexane(5 mL) and eluted with 1% ethyl
acetate/hexane (5 mL) . The elute is concentrated to 1 mL by a stream of nitrogen gas.
The concentrated sample is measured by GC/MS after addition of p-terphenyl-d;4(50
ng). The method detection limit for a biological sample is 0.75 ng/g-wet and the average

of recoveries (n=5) is 110%.
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1 . 1
Sediment sample : Ultraso.nlc Centrifugation '
' extraction I
5 g-dry ! acetone 40 mL 2500 rpm 5 min |
' 5 min |
2 times
L Making up volume Aliquot L1qu1d—hgu1d
extraction
acetone 10 mL pure water 30 mL
80 mL hexane 10 mL, twice
L Wash Dehydration Concentration
pure water 5 mL anhydrous Na,SO, N, gas
to 1 mL
L Clean up Concentration GC/MS-SIM
Supelclean LC-Si N, gas T
Wash : hexane 5 mL to 1 mL syringe spike
ethyl acetate/hexane(1:99) 5 mL (p-terphenyl-d 4 50.0 ng)

Elutation : ethyl acetate/hexane(1:99) 5 mL
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Biological sample : Ultrasqmc Centrifugation ]
' extraction !
5 g-wet ! acetone 40 mL 2500 rpm 5 min !
Lldmin L ___ !
2 times
L Making up volume Aliquot L1qu1d—l1gu1d
extraction
acetone 10 mL pure water 30 mL
80 mL hexane 10 mL, twice
L Wash Dehydration Concentration
pure water 5 mL anhydrous Na,SO, N, gas
to5SmL
L Acetonitrile/ L1qu1d-llgu1d Wash
hexane extraction
acetonitrile saturated with hexane 3%NaCl solution 100 mL pure water 5 mL
15 mL, thrice hexane 10 mL, twice
shaking 30 min
L Dehydration Concentration Clean up
anhydrous Na,SO, N, gas Supelclean LC-Si
to1mL Wash : hexane 5 mL
ethyl acetate/hexane(1:99) 5 mL
Elutation : ethyl acetate/hexane(1:99) 5 mL
L Concentration GC/MS-SIM
N, gas T
to 1 mL syringe spike

(p-terphenyl-d 4 50.0 ng)
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