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Ter /BRI T ILERE AT
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B O %
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m o L hT 4 [B0C— (0 9{RE) —50C/min—
180°C—10"C/min—270C— (135 {#1%) ]
A AR (39— (0. 197 $F) = 175/min—250— (2245 {8 #%) ]
M S:
Finnigan lon Trap ITS40/Magnum chemical ioniztion source
Transfer line 260 Manifold heater 220
Emission current 10 A
Multiplier voltage 1500V, Axial modulation amplitude 4V
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RERLITEERLEEY
A 1,4-dichlorobennzene-d. D naphthalene-dio
B naphthalene-ds E chrysene-di.
C acenaphthene-dio F perylene-d:»

AR R{EFEMIT: 250
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G C:Hewlett-packard GC
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2F v EE 0.2/ AFvr
AARERE 200C

AEAED
R E R TT AR LS
771‘—7-"[1:/'(110
’*')l/‘/'dno
gyt -die

SRR ME 143

pil| iE
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-3, RmEEE RmBig
(1) EE&HER
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% 1 it % 2 i & 3 i

RF 2, 4, 5—-T T
73 hO—) T
FPIVIHIWVT 0.02ppm

k (LXkz2WS, UTHEL. ) BHC*V 0. 2ppm
DD T 0. 2ppm
EPN 0. lppm
2 > 4 5 5—-T Z(*ﬁ{fl
73 bho—)v TR
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AV7aihnvs 0. 5ppm
AR I Y AKUTEDOLED Cd&uLl lppm
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19.0 pg/ M THolzkwwd, Fi, T.Wachs &'
BIEBDEZE LT A 7Y/ % 3.4 pg/m® B
LTw3,

D& CBEATEDbhIBEZ, B TOIIK
FREN2Z D200 T, LELEEZ LAY R
LRABOEBEBLRZIIERBIL TV, K, BE
D BOBEAEZITEHRLICE > TWE3HTH
20T, AMEEXT 2 23%EBEORENBTINS
B, ENTOEBEFRIZ OV TORKN R FE,NE
FNns,

UEORERECOHERST LBIEFEE2E LD T
K1WRT.

4. FF M@ F &

BATORIPEFBER, BLZzORERIIC
WEINDL D, SEMAHAED S IEGHERE
BEETOTCEEGEEETZ2 LT 5. ZOKR
13, BESHRLEEECD S 7 TRENS, 100 4
EUEOFERITo L 213, FOHEESNEKER
PR DT3B I L BRERL T o HR{E L FER
REHET2E, ZO2008F L AEHEEOHRHET
BYKENSIEETE 39,

DRIEEL 2500, AEZRRORFORAST
3, —HBRBIBIT 3 EBERKBLROEENLVLOD
T, SEEEREHLOEMER Y LICERBLFET 2 2
iz s,

ETHEEEREORS, 7 AV ATk ACGIH®
7, BATIREHAEEHEZSO BHFFBELED T
w3, ZohrsBERSEEDTER2IERT. HlX
¥, FHE MEP OFAEE 1000 pg/m® 50D
X, EROSMESE T MEP50% A% 1500 %1
STHEATAOT, BEDOIA MM ImlL/m E-T
WBRRDOZ ETHY, BAEEENEBETUL 1 1F
NIERBZEERATLILICHESELTWS, PCPT
BOF® TH, BRIPOREBEEIX 15 pg/ m® TH
BREOFFBESO pg/m* 2+FREEL TW
278, E2BOMmE+F® PCP 355 4ppm KK HEL
TW3DT, TOFFEBETHEEDOREERIETE
T3 ERvurlizon, ~RBEETHES NI BER,
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£2 ACGIH: HAERHETRIZLD
FEBRHETOREORLOINTIRIL

AW
T BR[| RN EEOR
b 4iT WY (pg/m? (ng/m)

ACGIH H®% ACGIH
EPN 500 2000
FF 400 -
IFNFA XL 100 300
NAC 5000 5000 10 000
epichlorhydrin B 10 000 20 000
MEP B 1000
MPP B 200 200 -
T kY 3 100 300
carbofuran 100 —
Xyligen ;4 10 000 -
Xy 75> 5000 15 000
7=l % 100 300
Jani B 500 2000
VA=NI% /) 4 700 2000
JanElikA I3 200 600
Systox ;4 100 300
diphenylamine 10 000 20 000
Dyfonate B 100 -
LUt A Fu K | 20000 60 000
A BT 12 000 18 000
KEEM) S 7ankinax 5000 10 000
N7 R Z 1000 -
TATY /> )4 100 100 300
FAERNE - B 100 -
TEPP )4 50 200
DCMU 10 000 -
DDT 1000 3000
DDVP )4 1000 3000
DPA 6 000 -
T 4R i3 250 750
2,4,5—T 10 000 20 000
2,4-D 10 000 20 000
T AR 5000 10 000
/87 a—} 100 -
INTFF K 100 100 300
BRP 3000 6 000
PHC 4 500 2000
(g7 =R VN 10 000 20 000
PCP B 500 500 1500
vy 754y K 200
pyrethrum 5000 10 000
T T —NA 10 000 20 000
fenamiphos 4 100 -
phenothiazine )4 5000 10 000
fensulfothion 100 -
T2/ THANT ;3 5000
Tuwi 10 000 20 000
NI 10 000 15000
~N7F e )2 500 2000
~_7VL—} 5000 10 000
NI 4 100 300
BHC ;4 500 1500
Phosdrin & 100 300
phosphine 400 1000
27V 10000 10000 —
AV I 2500 -
AFNT R P 3 500 1500
AFNITFF 4 200 600
methoxychlor 10 000 -
AMNTOr 5000 -
ronnel 10 000 -




278 KD BFEE Fe D EHHI AT

HEREOHFFBEDTHO 1EBETH I, BET
v — YD TRIER, OX0ES, BE, »D
ERERFLBANELTTNRS, ZOFFEBDE
BT 24IRTY, FFBEOKER2ZDE KK
BRELIZ—BROENBLROFERF L LTHV TR
BHRVEHRELTH S,

DERE, ARIPLOBRIE OV TR, EEEEO
FAO/WHO ®HADE4.E5 ADI (1 H¥ ) OFER
HFRE (mg/ kg k8 H)) 2D T3, ZOE%
AE 50kg, 1 HOFEEE 15m® TRETEE CHRE
TAHIEICEY, DEDDBELRBLILENTES,
Je72l, —BEROBHI D LBRAFEDIT D 235581
250DT, ADIl »oBoshie KRTHFFBE IS
FEEFBHILLEND Y, 1, ~REFEZHORRN
»60BREEBRE L BEMF TORTZL S DEERA
BEOHETIE, BEDIZI PR EILIEECRDY, Z
NE TORMBEEIIER U - BERRGIN K I RIE S
3 rigTE %,

IhETHEROTHN L HFEEOEE IR, 38
ERMMEROBER» RREERERMEL, Ih
WERERPHITTHFELLTE., UL, KEH
VIOERER UL DE 2T DCRETEIERLSEDS
NHBBETHZ0H, ERIZE-TAHSZ EBEDE
HEAR D ABTORENDEENEFRED shT
W5a, 5K, 1074~10°mg kg KEDEHKD
BELBHRET VY —RRCERALIEREZ DT v
NEF—RBEEET S LRI N?, ZOEHK
BERELIVLELLTHDRLTY, TUVILF—HERE
BRdid bbb THEREINTVE, 0
BEL VI, EROBAEEREV RV EHEATH
TBOWITNE L, BMERLITOLEWEBEL LT
Hol:, BEOKKFELROBELVANVIE, 231220
FULY -HMEEAPEITEBETHD, EBEFSE
OEFHIZELE>LH LWEERETHL EEZ L
ha, :

5. & v Y

ERRTiR, BEORKBROHEFE, THEAEI
DWTE i, EyEHoBt: LT, RICOEE
ENFELLAKREWVWIEXIARZRELZDDOIL T
3, T RTDOARPERCES THERHE DK,
BURO & 5 2 BEOFLE I IZEE» 2 #ITF 3 L BN
BEICRL 3, 207201213, BERRBLROHEE
BHEEOFTEEL, BEE OB X 2EEZREOH
GO Eh 3,
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(F1) BRBERHRMR

NBP B
1. e i B T AR SE L (H9. 9. S0RE)
EANESSE 283/501
15
EAEREL__ 20
318 (BBRR)
fem gEEEE ———— 161 (1)
BREEEE ——— 203 (4)
(Mm% : 318)
KRk EEE #EE — 4
EREE — 11
—RRARE #EE — 4
ERARE — 11
—ARAKREKANEES — 27
—hTAERAEE ——— 4 (1)
—MEMTREK ————— 8
— KB 8
—ERRaREe 83 (1)
I DTt 35 (1)
(M8 : 113]
HE——ERARE 8 (1)
(M58 : 8]

2. FM|EIIWTEER
UKEKBERER T KRERRBES 4 BROREDNTE]

1, 3-J900J0RY 1{-J&k597/A9KAR-2—GC/MS/ECD

FOS A SR (ocM) /B8 (PS)—LC-UV

IYIY ] By (DcM) /@483 (PS)—»F1/S1-0CC —GC/MS/FTD/ECD
FARVAILT— BigE (DCM) /B8 (PS)—F1/81-0CC —6C/MS/FTD/ECD

B a0 VA (HE) **—Si/F1-0CC/Si-TLC—GC/FTD/FPD (P.C.)

* R334V, AFWSIFEY, EPN, AFNIARY
> HEREE 10{E20XKTBE L ERE 2



[(EEREBF 1 2RREDREDTE]

{54154y —
54730

71-pOF1Y (MEP)
1Y70¥45)

2004021 (TPN)
Joeysr

J90Ifiz (DDVP)
71)7hIJ (BPMC)
{JORVEA(IBP)
Ho0=ha71Y (CNP)
EPN —
VRSP

(ZRDRARITE]

B 15 (DCY) /
EIFR#H L (PS)

F1-0CC (DDVP BR<)/
$i-0CC

GC/MS
GC/FTD/FPD/ECD

A/ B —HPLC

[AHAKEEFICH TS KEFNMESN 2 7 REOREDTE]

HBRIDHTE : KIS 86 S (H6.4.15)]

@103ty
@1270h1J
@I (NAC)
@ J0IEYHR

@3/071774 (ECP)

@MY

@ MO0 F
@3-l
@JjoIziy
@JLF300-1
L yiilyyu
@ JOEJFK
@IIrZI

L LNy
@AJZYF (SAP)
OAUFX5YY

@551 (359)

@X71tyh
@ X701
@yz-+

@17171J§2(EDDP)
@701l (DEP)

@tY5ITIFEY
@532
@434k

435 YR

O@IMIIYjOvIA

[DHiE : BAKIRE 1218 (H5.4.28)]

B (DCM) —FTD/NPD/MS
B (DCY) —FTD/NPD/MS
YA (DCY) —FTD/NPD/MS
B0 (DCM) —FTD/NPD/MS
VBt A (DCM) —F1-0 (EE2/HEs s) —FTD/NPD/MS
B (DCM) —F1-0 (AC./HEs) —FTD/NPD/MS
AU (HE) —F1-0(EE,/HEs) —FTD/NPD/MS
VAR (DCM) —Si-0(ACs/HE;) —FTD/NPD/MS
{BihE (DCM) —F1-0 (AC./HE,) —FTD/NPD/MS
YA (HE)  —F1-0(AC./HE, o) —FTD/NPD/MS
YA (DCY) —FTD/NPD/MS
Bt H (DCM) —F1-0 (AC,/HEs) —FTD/NPD/MS
AU (DCM) —F1-0 (AC./HE.) —FTD/NPD/MS
AE (HE) —85%8{biw. —HE—-FTD/NPD/MS
B (DCM) —FTD/NPD/MS
B (DCM) —FTD/NPD/MS
I (DCM) —F1-0 (AC./HE, ) —FTD/NPD/MS
YA H (DCM) —FTD/NPD/MS
B (DCM) —FTD/NPD/MS
B (DCM) ~FTD/NPD/MS
I (DY) —FTD/NPD/FPD/MS
VA (HE) —FTD/NPD/FPD/MS
Y (DCM) —F1-M (ACs/HE, ») —FTD/NPD/FPD/MS
BB (DCM) —FTD/NPD/FPD/MS
I (HE) —ECD/MS

B (DY) —LC-Waro

S (DCM) —LC-UV225

@ : GC/MS [C K DLUT DS AR HTEDTEED

B (EAHE, 1:1) —Si-M(AC,/HE,) —GC/MS



[(DILOBERRRE - GTEIEH 3 SBRROBEDITE]
@RI : BAKLESE 1005 (HI.4.24)]

@ {VHiF1y YAt (EA+HE) —F1-0 (AC,/HE, o) —FTD/NPD
@ 1YI1JhZ VS (EA+HE) —FTD/NPD
@ /0IEVER I H (EA+HE) —FTD/NPD
L Y1579 YA Y (FA+HE) —F1-0(ACs/HE.-) »FTD/NPD
L YIS B (EA+HE) —FTD/NPD

[ LV3y) VS (HE) —F1-0 (ACs/HE, ;) 8584k —FTD/NPD
@XJj0zl VA1 (EA+HE) —Si-0 (ACs/HE, ,) =FTD/NPD
@37JJ(CAT) VAHLHH (EA+HE) —F1-0 (ACs/HE, ;) =FTD/NPD
@31 7hIlJ (MBPMC) A1+ (EA+HE) —F1-0(AC,/HE,s) —FID/NPD

(

(

(

(

(

(

(

(
@770k I H (EA+HE) —F1-0 (ACs/HE, ;) »FTD/NPD
@AJZYK(SAP) 7SI (EA+HE) —F1-0(ACs/HE,,) —FTD/NPD
OAYF{X5YY YSIIMH (EA+HE) —&JKF1 (EE./HE,s) —FTD/NPD
@XFI9440Y VAR (EA+HE) —F1-0 (ACs/HE, ,) —FTD/NPD
@5{7i)y B (EA+HE) —GC/FPD
OMyuniy (DEP)  7AHELHHH (EA) —GC/FPD
@tVIIIIFEY AR (EA+HE) —GC/FPD
@)1-p0FFV(MEP) ¥5IHHHE (EA+HE) —GC/FPD
@ MLIOBAXF VAR (EA+HE) —GC/FPD
@753t YA (EA) —GC/FPD
@ {VJoFt5Y VA (EA+HE) —F1-0 (ACs/HE, ;) —=GC/ECD
OIMYTY-I BT (EA) —F1-0 (EE,/HE:s) —GC/ECD
®1v7y) VAIEHH (EA+HE) —F1-0 (ACs/HE,,) —GC/ECD
@/005020 (TPN)  ¢A15tHhH (EA+HE) —F1-0 (EE,/HEs) —GC/ECD
Orunzy WM (EA+HE) —F1-0 (EE,/HE, s) —GC/ECD
@ JOtY3K VA (FA+HE) —F1-0 (EE,/HE,s) —GC/ECD
(OLVy) V] VAt (EA+HE) —F1-0 (EE,/HE,s) —GC/ECD
W7y25h * B (EA+ER) —i58{k—&7kAL (ACs/HE,) —FTD/NPD

[ EESVE BHE—EATE (BBME) —EAME (b)) —LC-FDszo
W a7ny7f (MCPP)  ¥AiEHH (EE) — %38 (L—F1-0 (EE./HE24) —»GC/ECD

WF974 (F74) YRIEH Y (EAYHE) —LC-UVare.

O7t72-MAFIFHA EIFEHE (MDA: EA) —FPD/MS
OvY7#in SIS (HE) —F1-0(AC,/HE4) - —FID/NPD/MS
@953l VI (EA+HE) -FTD/NPD/MS

| INpdslas BRI (EA+EE) — (MJubh BER) —LC-UV.es

) VRIEH Y (FA+ER) — ( BJMeyadh FH) —LC-UVzes, GC/MS
@71l TR (HE) —FTD/NPD/ECD/MS

[(ZROBRIHE « BAKLISE 1005 (H9.4.2)]
@ : BEDDWE-1(25) [E+EHHE (C1s: ACHACN) —GC/MS
© : BHAIME-2 (2) EEMHE (Cist jEMER: ME) —FPD/MS
O : BRSO HE-3 (1)  BEME (EA) —FTD/NPD/ECD/MS
W RSO HE-4 (5) EfEHE (PS, BEMERAEL: ACN) 5LC-UVz70, 240, 230

[* & bk (BEE) TRER LC THE]
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@EPN
@®5-Ih0-Ik
Ay ANTaY
| 23y 8
RV
@t5Y+71)
@ yolty (DEP)
@5zl
@JOEJFF
@107
@XJ1ttyh
@ LXHY-I
@ {VHiFty
@ 1{VJ0715)
@ {JORYHA(1BP)
@7FLF370-l
VAN
YhEYYA
@IXFYY
L vyl
FATLA-PAFN
7772)9F
17051
@)Jozl
@535
®IN1yjovIR
@ Y371
@Jjoi1Jy
@ACN
¥Vzy) B
¥V a7avIFl
@71JhI-F(PAP)
JaaxyyEy
N/ SV
Y=y
AV T
Wy
F49774
Bl
72 AV (E)
@71/7h37 (BPMC)
L LVEVl1Y]
@I50171Y
4F8774F
[ JIViyiSya
@ J)0K_IL (DBN)

[BRABEES IRROJTESE] (BRIDHE

GGG NGEG RGN CE R OR R R Y CACY CR SRR R SR R R SR R RS EPE PR DR OR SRS RRPOYSRSROROR SRR SOASAORCACACRS)

EREO~D; HO. 9IBIE]
KEBE R DR (797 & IR

Y (DCM) —FL-0(ACs/HEss)  —FPD-P

VI (DCM) —FL-0 (AC:/HEs)  —FTD/NPD
VAL (HEs/EA:) —AL-M(ACN4/7K 1) —LC-UVzss
BRI (DCY) —FTD/NPD
?@ﬁilﬂﬂj (DCM) —LC-UVz270
YA H (HE) —FTD/NPD/ECD
YAIEHMH (DCM) —Si-0(AC./HE,)  —FPD-P

A IhH (DCM) —FL-0(AC./HE.)  —FID/NPD
VAIRIMH (DCM) —FL-0 (AC,/HEs)  —FTD/NPD
B (HE) —FTD/NPD
B (DCY) —FTD/NPD

S (DOMPESE, EE+HCI) —FTD/NPD

&5 (DCY) /(& 48 (PS) —FTD/NPD/FPD/MS
7815 (DCM) /El4H (PS) —ECD/MS

VA1E (DCM) /E4A (PS) ~FTD/NPD/FPD/MS
B B (HE) »FL-0 (ACs/HEes) ~ —FTD/NPD/MS

{
AU (EE+HC1) —353& (L, —FL-M —FTD/NPD
INEGEF (P—DME) — DOMERYS—Cys (ME, /7K 4) —FPD/MS
B (HE) — (FL-M — 58 b rus-1) —ECD/MS
(
(
(

BRI (HEHEE) —FPD-S/MS
TNEGETE (TM —MBC) — DCMERIE—LC-FDs15,UVzss
B (HE) —»MeiBE L —FTD/NPD/MS
7315 (DCM) /E4H (C1s) —FTD/NPD/MS
7315 (DCM) /[E#H (C1e) —FTD/NPD/MS
&1L (DCM) /[E4H (C1s) —FTD/NPD/FPD/MS
A (DCM) —GC/MS, LC-UV 225
YAIE (DCM) /48 (C1s) —Si-0(AC./HEs) —FID/NPD/MS

)
Y18 (DCM) /@48 (C1s) —FL-M(ACs/HE,) —FTD/NPD/MS
¥A15 (DCM) /[E#H (C1s) —FL-M(AC,/HE4) —ECD/MS
A1 (DCMPE, DCM+HCL) /[E#E (C1s) —Si-M—LC-FDs+o
Y51 (DCM+PO.) /[EI4H (C1s) —AL-M(ME/AA) —LC-UVzss
DCM/Cys FHH —FL-M(AC./HE:s) —FTD/NPD/FPD/MS
EFE$HHE (C1e) —LC-UVz+s
Y518 (DCM) /48 (PS) —»Si-M (ACa/HE7) —LC-UVzs4
?gﬁ (DCM) /[EH:E (PS) —Si-MCC (ACa/HEl'I) —LC-UVza4s
FAANRYY L~ DOl —FTD/NPD/FPD-S/MS
394Ny KEEHR— DOMhH —FTD/NPD/FPD-S/MS
ANV KEH— DOMHHS —FTD/NPD/FPD-S/MS
DDCB KiEE AL —HEHHE —Si-M —FTD/NPD/FPD-S/MS
YA (DCM) /E4H (PS) —»FL-0 (ACs/HE,) —LC-UVz7s
YAl (EA+HE, 1:1) /B8 (PS) —FTD/NPD/MS
{BIRHE/ EfEPS—3EE t 1me —HE#RIE—FID/NPD
HE/C,sffiHt —F1-M (EE,/HE ) —GC/MS, LC-UV230
B (EA) / E#H (Cis) —Si-M(ACs/HE;) —LC-UVgass
Y315 (EA+HE) /[E#H (PS) —FTD/NPD/MS
B (EA) — (P DCBAF) —GC/MS
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A (HE+AC) — (PA) —GC/ECD
VRIS (HE+ACHE, EA) — (DCBA FH) —GC/ECD

E B (PS) — —FTD/NPD/FPD/MS
(DCM+ B%) / (PS) I HE —AL-M(ACNo /7K 1)  —LC-UVzso
B8 (EA) / B4 (PS) —FID/NPD/MS
VA4 (HE) / BI4H (C1s) —FL-M(AC./HE.) —FTD/NPD/MS
YAl (HE) / E48 (PS) —=FL-M(AC,/HE,s) —FTD/NPD/MS
YA (EAYHE) /&8 (PS) —FTD/NPD/MS
¥S1E (HE) / B4 (C1s) —ECD/MS

VI (EA+HE, 1:1) /4R (PS) —FTD/NPD/MS
Y51 (EA+HE) /48 (PS) —FTD/NPD/MS

E B (PS-0+EE) —Al-M— (PES) —FTD/NPD/MS,LC
EFEHHE (PS-0+E8) — (MFI) —CPMA, CPMF#CPFZE#fa—
MDA (EE) —FTD/NPD/MS

YA (EA)/ @E4H (Cis) —Si-M(ACs/HE,) —FTD/NPD/MS
(Eﬁ%(HE)/ [EHEE (CIB) _'Si“M(EEx/HEQ) —’ECD/MS
HE/PS #h— (PH) —Si-M(EEs/HE.,) —GC/MS,LC
VAL (HE 2%, EE+B%) /48 (PS) — (EMBA F)  —LC
HE/PS ##i4—FL-M (EEs/HE) —FTD/NPD/ECD/MS
A1 (HE) / E4H (PS) —FTD/NPD/MS
V518 (HE) / [E48 (C1s) —FL-M(AC:/HE,s) —FID/NPD/MS
Y& (HE) / @E4H (C1s) —FL-M(EA,/HEs) —FTD/NPD/MS
VB (EE+HE+ Bf) —hok - s k-

Si-M(EA./HE.) —FTD/NPD/MS
(HE+EA) /PSHHHI —Si-M(EA2/HEs)  —FTID/NPD/MS
EFEHh S (MDA:EA) — —FPD/MS

B (EA) »Si-M (AC,/HE.) —FTD/NPD/MS
(DCM+ B) /C1s+BE—Si-M(AA:/HE100) —LC-UVzzas
(EA+HE+ BE£)/ (PS+EE) —BRIERRIE—LC-UVzq0
7RIS (HE+EA) —Si-M(AC./HE.) —FTD/NPD/MS
FEl—-Cis GEBB) —rEEE(L —LC-FDs15
VAR (EA+ER) /E4B (PS+EE) — Si-M(AC,/HE.-P I,

ACs/HE-hWNe4l 18) —LC-UVa42
IR (EA+EE) /BE#E (Cis +EE) —Si-M(EA./HE4-PIE,
AA1/ACos- BRIRVA) —LC-Wzso

(HE+EA) / (C1s) $HH—Si-M(EA2/HEs) —FTD/NPD/MS
(HE+EA) / (C1s) #hHi—Si-M(EAs/HE,) —FTD/NPD/MS
(EA+HE+ @) (C]B+ B2) —Al-M(DCMso/MEso/AA:) —LC
B (Yondns) - BRERVS — 58 L — Si-M—FID/NP
(EA+ER) / (C1s +BE) —Si-M(AA:/ACes) —LC-UVzas
(EA+EE) / (C1s +BE) —Si-M(AA,/ACee) —»LC-UVzss
(EA/C1e) Hi1HE —»F1-M (ACs/HE ) —FTD/NPD/MS
{HE/C. &) #1H —F1-M(ACs/HE, 1) —FTD/NPD/FPD/MS
(EA+HE+ B£)/(C,e+ BE) — Si-M(AC,/HE,) =LC-UVieo

#RE : ©5.4.28, @5.10.29, 36.4.6, @6.11.21, ®7.4.26, ®7.11.28,
@8.4.25, ®8.10.29, ©@9.1.31, @9.4.30, (@9.8.29

@ : GC/MS ICKBLUT DB BRIHTIR (53/83) HTRED
B (EAHE, 1: 1)/.*5?&3&3(01a/PS)—>Si-M/FL-M(AC1/HE1)—)GC/MS
O : BULAMDAAWT BI5FE, LROSRAFEEIE (57/83) HHEED

— 45—



3. ZHSpRID>BEIEREID>FTIOERSEE
BEIER (2/4) RUEEREEE (11./12)

REDER (5¥NaCLiBiR) 4

K’ | KBEE| AYY(HE), BFERIFL(EA) | JJ00| Rt— | B

BERDS St mg/22 | "HE | HEEA] EA | Sum | X§Y | time® | E

159  Simazine (CAT) 0.24 5 33 58 1 92 95| 10.99 | ©
169 Thiobencarb (KY¥#h-J) 0.95 30| 98 - - 98 94| 13.35 | ©
36 Chlorothalonil (TPN) 0.50 1] 112 - - 112 99| 11.90 | ©
100 Isoxathion ({Y$$71)) 0.74 2 98 - - 98| 103| 15.68 | ©
144  Propyzamide (JOEH3F) 0.41 15 98 - - 98| 103| 11.46 | ©
76  Fenitrothion (MEP) 0. 45 21 94 - - 94 97| 13.13 | ©
50 Diazinon (547JJ))) 0.76 40| 93 - —| 93| 96| 11.63 | ©
99 Isoprothiolane ({YJ0F#5Y) 0.42 48 92 - - 92 95| 15.23 | ©
33 Chlornitrofen (CNP) 1.77 <1| 104 - - 104| 100| 16.54 | O
68 EPN (EPN) 0.94 <1 93 - - 93| 106| 17.73 | O
95 Iprobenfos (IBP) 0.59 430 99 1 —| 100 101| 12.06 | ©
77  Fenobucarb (BPMC) 0.33 660 89 5 - 94 97| 9.54 | ©
54 Dichlorvos (DDVP) 0.18 10000 55 30 - 85 85| 5.20 | O
C18(1. 0g-Bond Elut)BHiBHE 4

K’ | KBEREE| 20% | 40% | 60% | 80% | 100%| Rt— =

BERDS m mg/22 | ACN | ACN | ACN | ACN | ACN | time® | £

159 Simazine (CAT) 0.24 5 - 48 31 8 10.99 | ©
169 Thiobencarb (AYFth-7) 0.95 30 - - - 75 13.35 | ©
36 Chlorothalonil (TPN) 0. 50 1 - - 53| 30 3] 11.90 | ©
100 Isoxathion ({Y%4%4)) 0.74 2 - - - 90 —| 15.68 | ©
144  Propyzamide (JOPH3K) 0.41 15 - - 96 - —| 11.46 | ©
76  Fenitrothion (MEP) 0.45 21| - - 70| 16 - 13.13 | ©
50 Diazinon (4479JY) 0.76 0| - - —| 100 —| 11.63 | ©
99 Isoprothiolane ({Y70F15Y) 0.42 48 - - 84| 18 —| 15.23 | ©
33 Chlornitrofen (CNP) 1.77 <1 - - - 67 —| 16.54 | O
68 EPN (EPN) 0.94 <1 - - - 80 - 17.73 | O
95 Iprobenfos (IBP) 0.59 430 - - 87 - —| 12.06 | ©
77  Fenobucarb (BPMC) 0.33 660 - - 101 - - 9.54 | ©
54  Dichlorvos (DDVP) 0.18 10000 - 94 - - —| 5.20 | O
)ALV (Sep-pak Si) 4

K' | XKBERE| 0% | 5% | 15% | 50% | Sum | Rt— =

BENDB a mg/22 | A/JH | A/JH | A/H | A/H time® | B

159  Simazine (CAT) 0.24 5 — = 95 7 102| 10.99 | ©
169  Thiobencarb (KY¥1h-7) 0.95 30 - 98 - - 98| 13.35 | ©
36 Chlorothalonil (TPN) 0.50 1 - 95 - - 95| 11.90 | ©
100  Isoxathion ({Y¥4¥1V) 0.74 2 - 96 - - 96| 15.68 | ©
144  Propyzamide (JOEH3K) 0.41 15 - 83 10 - 93| 11.46 | ©
76  Fenitrothion (MEP) 0. 45 21 - 84 9 - 93| 13.13 | ©
50 Diazinon (45473)Y) 0.76 40 - 97 - - 97| 11.63 | ©
99 Isoprothiolane ({Y70¥45Y) 0.42 48 - —| 100 —| 100| 15.23 | ©
33 Chlornitrofen (CNP) 1.77 <1 —| 104 - —| 104| 16.54 | O
68 EPN (EPN) 0.94 <1 - 74 - - 74| 17.73 | O
95 Iprobenfos (IBP) 0.59 430 - - 96 - 96| 12.06 | ©
77  Fenobucarb (BPMC) 0.33 660 - —| 100 —| 100 9.54 | ©
54  Dichlorvos (DDVP) 0.18 10000 — - 75 - 75| 5.20 | O




/)

NHAKEEKETHESH (26./27)

, RRDEE (5¥NaCLBR) 4
K KERE s TFL(EA) [ J700| Rt— | W%
BERNB m mg/ 22 | "HE T HEEA] EA | Sum | X¥Y | time® | B
52 Dichlofenthion (ECP) 1.58 1| 102 - —| 102| 99| 12.39 | ©
171  Tolclofos-methyl (hLIOSANFE) 0.94 <1 97 - — 97 95 12.70 | ©
209 Pencycuron (AY390Y) <1 86 2 - 881 101| 10.35 | ©
124  Pendimethalin (AYF{X5UY) 1.94 <1 93 - - 93 94| 1418 | ©
72 Etofenprox (IN1JJ0Y)2) 4.71 <t 96| —| —| 96/ 98} 20.86 | O
22  Buprofezin (J70713Y) 1.24 1l 101 - —| 101 99| 15.51 | ©
39 Chlorpyriphos (J0ILEYER) 1.74 20 96 - - 96| 97| 13.57 | ©
90 Fthalide (7434K) 0.67 3 96 - - 96| 97| I3.83 | ©
20 Bromobutide (JOEJFK) 0.50 4] 99 - - 99| 99| 12.48 | ©
104 Mefenacet (XJritwh) 0.44 4, 93 - - 93 99| 18.56 | ©
69  Esprocarb 51170111&7) ? 5( 103 - —1| 103] 100] 13.21 | ©
24 Butamifos (J93$2) 0.71 5| 109 - —| 109/ 103| 15.10 | ©
87  Flutolanil (IWh521) 0.27 100 9 - - 91 98 15.14 | ©
96 Iprodione ({709%Y) 1.00 13] 94 - - 94| 117| 17.50 | A
105 Mepronil (X70ZIb) 0.35 13 95 - - 95 98| 16.32 | ©
14 Bensulide (SAP) 0.43 25 ? ? ? ? 2] >21.00| 3E
26 Carbaryl (NAC) 0.17 40| 74| 25 - 99| 123| 12.70 | O
133  Pretilachlor (JV¥590-W) 1.08 50 98 - - 98 96| 15.30 | ©
66 Edifenphos (EDDP) 0.65 56| 94 —| —| 94{ 100| 16.68 | ©
153  Pyridaphenthion (EU471Y5%1Y) 0.37 74| 95 - - 95 95| 17.59 | ©
102  Malathion (¥Y3YY) 0.37 145| 101 - —| 101 98| 13.34 | ©
134  Probenazole (JOA}Y-I) 150 56 29 - 85 90| 13.27 | O
160  Simetryn (IXM)Y) 1.15 450 73 25 - 98 95| 12.66 | ©
112  Molinate (¥Ug-} 0.64 880 98 - - 98 93| 8.71 | ©
175 Tricyclazole (MY95Y-I) 0.12 1600 - 43| 35| 78 95| 15.32 | ©
174  Trichlorfon (DEP)—DDVP 1.13 120000 - - 49 49 62| 5.20 | A
C18(1.0g9-Bond Elut)BHiBi% 4
k' | KBEEEE| 20% | 40% | 60% | 80% | 100%| Rt— B
BRERDB o ma/22 | ACN | ACN | ACN | ACN | ACN | time? | B
72  Etofenprox (IFI1Y709I2) 4.71 <1 - - - - 97| 20.86 | ©
124  Pendimethalin ('\JHX?UJ) 1.94 A - - - 37 18] 14.18 | ©
52 Dichlofenthion (ECP) 1.58 <1 - - - 78 4] 12.39 | ©
171 Tolclofos-methyl (MOGANFIL) 0.94 <1 - - - 74 2] 12.70 | ©
209  Pencycuron (AY7707) <1 - - — 88 -1 70.35 | ©
22  Buprofezin (770713)) 1.24 1 - - - 17 25/ 15.51 | ©
90 Fthalide (7%34K) 0.67 3 - - 68| 33 —| 13.88 | ©
20 Bromobutide (JDEJFK) 0.50 4 - - 33| 61 —| 12.48 | ©
104 Mefenacet §X711"G9I~3 0.44 4 - -] 126 — —| 18.56 | ©
69 Esprocarb (IAJ0hIJ ? 5 - - — 88 2] 13.21 | ©
24 Butamifos (J93$2) 0.71 5 - - - 85 —| 15.10 | ©
87  Flutolanil (JWk5ZI) 0.27 10 - - 94 10 -115.14 | ©
96 Iprodione ({70J%Y) 1.00 13 - -~ 88 - - 17.50 | A
105 Mepronil (x7n_»g 0.35 13| - - 71 17 —116.32 | ©
14 Bensulide (SAP 0.43 25 ? ? ? ? 7| >25.0
26 Carbaryl (NAC) 0.17 40 - - 67 - - 12.70 | O
133  Pretilachlor (JL¥390-I) 1.08 50 - - - 85 -] 15.30 | ©
66  Edifenphos (EDDP) 0.65 56 - - 44) 57 —| 16.68 | ©
153  Pyridaphenthion (EY471J51)) 0.37 74 - - 80 - - 17.59 | ©
102 Malathion (¥3Y)) 0.37 145 - - 67 22 -1 13.34 | ©
134  Probenazole (JOA}Y-II) 150 - —| 104 - —113.27 | O
39 Chlorpyriphos (/DIEVHR) 0.13 171 - - - 73 —| 13.55 | A
160  Simetryn (IXMY) 1.15 450 - - 49| 25 —| 12,856 | ©
112 Molinate (¥Y%-}) 0. 64 880 - - 65 - —| 8T | ©
175 Tricyclazole Ewww-m 0.12 1600 - 93 - - -] 15.32 | ©
174  Trichlorfon (DEP)—DDVP 1.13 120000 53 - - - - 5.20 | A




J'JjJﬁ'Ib (Sep-pak Si) M
K’ | KBRE| 0% 5% | 50% | Sum | Rt— &
BERDS m ma/ 22 | A/H A/ H | A/H | A/H time® | B
72  Etofenprox (Ih71Y70%92) 4.71 a1 —| 100 - —| 100] 20.86 | ©
124  Pendimethalin (AYF{X5YY) 1.94 a - 98l - - 98| 14.18 | ©
52  Dichlofenthion (ECP) 1.58 1 —| 102 - —| 102] 12.39 | ©
171 Tolclofos-methyl (F2OHANFL) 0.94 <1 —| 100 - —1| 100] 12.70 | ©
209  Pencycuron (AY5507) Ay = = 99 —| 99| I3 | O
22  Buprofezin (J770713Y) 1.24 1 - 97 - - 97| 15.51 | ©
90 Fthalide (J43{F) 0.67 3 —| 971 -—| -—| 97| 13.88 | ©
20 Bromobutide (JOEJFF) 0.50 4 - 94 — - 94| 12.48 | ©
104  Mefenacet (XJzFtwh) 0.44 4 - —| 103 —| 103] 18.56 | ©
69 Esprocarb (IZJ0hIJ) ? 5 - 95 - — 95| 13.21 | ©
24  Butamifos (J93%R) 0.71 50— 83| - - 83| 15.10 | ©
87  Flutolanil (JIk3ZJ) 0.27 10 - - 96 4 100| 15.14 | ©
96 Iprodione ({70J1Y) 1.00 13 - —| 100 —| 100] 17.50 | A
105 Mepronil (XJOI) 0.35 13 - -1 102 —| 102f 16.32 | ©
14 Bensulide (SAP) 0.43 25 ? ? ? ? 7| >21.00| JE
26  Carbaryl (NAC) 0.17 40 - - 68 3 1| 12270 | O
133 Pretilachlor (JLF390-I) 1.08 50 - 92 5 - 97| 15.30 | ©
66 Edifenphos (EDDP) 0.65 56 - - 96 - 96| 16.68 | ©
153  Pyridaphenthion (EU471Y¥%1Y) 0.37 74 - - 63 21 84| 17.59 | ©
102  Malathion (¥3Y)) 0.37 45| — 29| 65 - 94| 13.34 | ©
134  Probenazole (JOA}Y-I) 150 - - 98 - 98| 13.27 | O
39 Chlorpyriphos (J0IEVHR) 0.13 171 - 98 - - 98| 13.55 | A
160  Simetryn (YXMY) 1.15 450 - - 99 - 99| 12.66 | ©
112  Molinate (¥U3-} _ 0.64 880 - 91 - - 91| 871 | ©
175 Tricyclazole (hU¥93Y-Ib) 0.12 1600 - - - 90 90| 15.32 | ©
174  Trichlorfon (DEP)—DDVP 1.13 120000 — - - - <1l 5.20 | A
JILDBEEREEH (30/35)
, BRSO B (5%NaCliBiR) 4
K KBEE (HE), TFR(ER) [ J700| Rt— | &%
BENDS m mg/ 22 Sum | X3V | time® | B
124  Pendimethalin ('\JﬂXS’U}) 1.94 <1 93 - - 93 94| 14.18 | ©
12 Benfluralin (AZ0J 1.78 <1 97 - - 97| 101| 10.34 | ©
151  Pyributicarb (umnm 1.57 1] 102 - —| 102 96| 17.46 | ©
171 Tolclofos-methyl (MLIOHKAXFE) 0.94 <1 97 - - 97 95| 12.70 | ©
209 Pencycuron (AYY90Y) <1 86 2 - 88| 101| 10.35 | ©
36 Chlorothalonil (TPN) 0.50 1] 12 - —| 12| 99| IT.90 | ©
3- 8 Dithiopyr (JF#El) 1} 101 - —| 101| 100] 13.05 | ©
100 Isoxathion ({Y$4F4Y) 0.74 2 98 - - 98| 103| 15.68 | ©
39 Chlorpyriphos (4/0IEVER) 1.74 2 96 - - 96 97| 13.57 | ©
25 Captan (3vJ9)) 0.34 3| 109 - —| 109 105| 1437 | ©
159  Simazine (CAT) 0.24 5/ 33| 58 11 92| 95/ 10.99 | ©
24 Butamifos (J9362) 0.71 5/ 109 - —| 109| 103| 15.10 | ©
165 Terbucarb (MBPMC) 71 102 - -1 102 95| 12.57 | ©
34 Chloroneb (»0027) 0.63 8| 103 - —| 103| 92} 8.38 | ©
87  Flutolanil (IWh3-1) 0.27 10 91 - - 91| 98} 15.14 | ©
96 Iprodione ({70J1Y) 1.00 13| 94 - - 94| 117| 17.50 | A
105 Mepronil (X70CI) 0.35 13| 95 - - 95 98| 16.32 | ©
144  Propyzamide (JDEH3K) 0.41 15| 98 - - 98| 103| 11.46 | ©
97  Isofenphos ({Y21V#A) 0.69 18| 97 - - 97| 96| 14.34 | ©
76  Fenitrothion (MEP) 0.45 21| 94 - - 94| 97| 13.13 | ©
14 Bensulide (SAP) 0.43 25 ? ? ? ? 7| >21.00| JE
50 Diazinon (§473))) 0.76 40| 93 - - 93| 96| 11.63 | ©
99 Isoprothiolane ({YJ0F45)) 0.42 48| 92 - - 92| 95| 15.23 | ©
73 Etridiazol (IZ0XY-ll 0.86 50 99 - - 99 94| 7.75 | O
116 Napropamide (FJO/SF 0.48 73| 100 —| —| 100/ 98| 15.11 | ©
153  Pyridaphenthion (EY571Y54Y) 0.37 74| 95 - - 95| 95| 17.59 | ©
220 Methyldymron (XFI54A0Y) 120 93 3 - 96 90| 14.29 | ©
106  Metalaxyl (X95%Ilh) 0.26 7100 44| 43 2| 89| 94| 12.85 | ©
174 Trichlorfon (DEP)—DDVP 1.13 120000 — —| 49| 49| 62| 520 | A
1 Acephate (Pt71-h) 0.43 650000 — - - « <1| 7.56 | A




C18(1. 0g-Bond Elut)iBH BN 4
K’ | KBEREL| 20% | 40% | 60% | 80% | 100%| Rt— | MB%
BERSS m mg/ 22 | ACN | ACN | ACN | ACN | ACN | time? | &
124  Pendimethalin (AJ74X5Y) 1.94 a1 - —-{ -—| 37| 18 14.18 | ©
12 Benfluralin (X20J7) 1.78 1 - - - 79 ~110.34 | ©
151  Pyributicarb (EYFFHLY) 1.57 <1 - - - 92 - | IT4%6 | ©
171 Tolclofos-methyl (MVIOHAXF) 0.94 A =1 =] —=| 74 2| 12.70 | ©
209 Pencycuron (AYy90)) <1 - - - 88 —-| 1035 | ©
36 Chlorothalonil (TPN) 0.50 1 —=| -] 53 30 3 IL90 | ©
3- 8 Dithiopyr (J¥4El) 1 - - - 88 -1 13.05 | ©
100 Isoxathion ({Y$$74)) 0.74 2 - - - 90 —| 15.68 | ©
25  Captan (#m‘); 0.34 3 —| —| 68 —| -—|14.37|0O
159  Simazine (CAT 0.24 5 - 48 31 8 —-110.99 | ©
24 Butamifos (J93#2) 0.71 5 - - - 85 —1{15.10 | ©
165 Terbucarb (MBPMC) 7 - - - 86 —112.57 | ©
34 Chloroneb ()00%7) 0.63 8 - - 61| 24 - 8.38 | ©
87  Flutolanil (JMF5ZID) 0.27 | - - 94 10| —|15.14 | ©
96 Iprodione ({7031Y) 1.00 13 - - 88 - -1 17.50 | A
105 Mepronil (X70ZIk) 0.35 13 - - 71 17 -1 16.32 | ©
144  Propyzamide (7IJE*J‘EF; 0.41 15 - - 96 - —| 11.46 | ©
97 . Isofenphos ({Y71J6A 0.69 18 - - - 88 —| 14.34 | ©
76  Fenitrothion (MEP) 0.45 21 - - 70 16 -1 13.13 | ©
14  Bensulide (SAP) 0.43 25 ? ? ? ? 7] >25.0
50 Diazinon (4473))) 0.76 40 - - -1 100 —| 11.63 | ©
99 Isoprothiolane ({¥J0¥45Y) 0.42 48 - - 84| 18 —| 15.23 | ©
73 Etridiazol (I/0XY-l 0.86 50 - - - 66 - 775 | O
116  Napropamide (3JO/{3F 0.48 3 = -=| 9% - -—|151l | O
153  Pyridaphenthion (EU3571Y5%)) 0.37 74 - - 80 - —117.59 | ©
220 Methyldymron (XFL§4ADY) 1200 - - 83| — -] 14.29 | ©
39  Chlorpyriphos (J0IEVHR) 0.13 171 - - - 73 ~113.55 | A
106  Metalaxyl (93330 0.26 7100 - 75 - - -1 1285 | ©
174  Trichlorfon (DEP)—DDVP 1.13 120000 53 - - - -1 5.20 | A
1 Acephate (Pb71-b) 0.43 650000| 113 - - - —| 7.56 | A
SRSV (Sep-pak Si) 4
K’ | AGBEREE| 0% | 5% | 195% | 50% | Sum | Rt— | B&%
BEROS m mg/22 | A/JH | A/H | A/H | A/H timed® | B
124 Pendimethalin (AY7{¥5Y2) 1.94 <1 - 98 - - 98| 14.18 | ©
12  Benfluralin (X209Y) 1.78 <1 - 99 - - 99| 10.34 | ©
151  Pyributicarb (EYJFhIbJ) 1.57 <1 - 95 - — 95| I7.46 | ©
171 Tolclofos-methyl (MVIOHAXFI) 0.94 <1 —| 100 - —| 100| 12.70 | ©
209 Pencycuron (AYy90Y) <1 - - 99 - 99| T0.35 | ©
36 Chlorothalonil (TPN) 0.50 1 - 95| — - 95| T1.90 | ©
3- 8 Dithiopyr CJF#El) 1 - 97 - - 97| 13.05 | ©
100 Isoxathion ({Y¥4¥1)) 0.74 2 - 96 - —| —96| 15.68 | ©
25 Captan ($v79Y 0.34 3 - - 95 - 95| 14.37 | ©
159  Simazine (CAT 0.24 5 - - 95 7| 102] 10.99 | ©
24 Butamifos (J93#2) 0.71 5 - 83 - - 83| 15.10 | ©
165 Terbucarb (MBPMC) 7 - 40 56 - 96| 12.57 | ©
34 Chloroneb (400%7) 0.63 8 - 98 - - 98| 8.38 | ©
87  Flutolanil (JWF321) 0.27 1w —={ -] 9 4/ 100| 15.14 | ©
96 Iprodione ({J031Y) 1.00 13 - —| 100 —| 100| 17.50 | A
105  Mepronil (X70Zlb) 0.35 13 - —| 102 —| 102| 16.32 | ©
144  Propyzamide (7UI:‘+JSF; 0.41 15f - 83| 10 -— 93| 11.46 | ©
97  Isofenphos ({Y71JHA 0.69 18 - 96 - - 96| 14.34 | ©
76  Fenitrothion (MEP) 0. 45 21 —| 84 g - 93| 13.13 | ©
14  Bensulide (SAP) 0.43 25 ? ? ? ? 21 >21.00| 3E
50 Diazinon (¥{73))) 0.76 40| - 97| - - 97| 11.63 | ©
99 Isoprothiolane ({Y70¥45)) 0.42 48 - —| 100 —1| 100] 15.23 | ©
73  Etridiazol (I/0xY-Ib) 0.86 50 - 66 - - 66| 7.75 | O
116  Napropamide (}70/3F) 0.48 73 =] —| 9| = 96 1511 | O
153  Pyridaphenthion (EY471y71V) 0.37 74 - - 63 21 84| 17.59 | ©
220 Methyldymron (XF94A0Y) 120 - - 91 - 91| 14.29 | ©
39 Chlorpyriphos (J0IEYER) 0.13 171 - 98 - - 98| 13.55 | A
106  Metalaxyl (xasﬂww; 0.26 7100 - - 77 22 99 3 ©
174 Trichlorfon (DEP)—DOVP 1.13 120000, — - - - <1 5.20 | A
1 Acephate (Pt71-b) 0.43 650000 - - - 18 18| 17.56 | A




ERERBEE (58/83)

& iz (5%NaClisik) 4

k' | KBRE Wiﬁg}_ﬁ@ THICEA) [ J700| Rt— | /&%

BERDA m mg/ 2 2 HE | HEEA] EA | Sum | X&Y | time® | B

72  Etofenprox (IF)IVI09IR) 4.71 <1 96 - - 96 98| 20.86 | ©
45  Cycloprothrin (320J0MY) 1.82 <1 ? ? ? ? ? ? ?
151  Pyributicarb (EUFFbl7) 1.57 <1| 102 - —| 102 96| 17.46 | ©
68 EPN (EPN) 0.94 | 93 - - 93| 106| 17.73 | O
98 Isoprocarb (MIPC) 0.22 <1 76 15 - 91| 100| 8.73 | ©
209  Pencycuron (AY¥40Y) <1 86 2 - 88| 101 10.35 | ©
3-11 Silafluofen (J570471)) <1| 100 - —| 100f 98 . (@)
3-10 Quizalofop-ethyl (3¥DHvJIIFI) <1 99 - - 99 99| 20.67 | ©
3-20 Cyhalofop-butyl (YnOHwTJFh) A 94 -~ - 94; 99| 18.49 | ©
3- 4 Clomeprop (J0X70v7) 1| 98 - - 98| 100] 18.07 | ©
xxx  Etobenzanid (IMJH¥ZF) 1 2 ? ? ? ? ? ?
22  Buprofezin (J70213)) 1.24 1| 101 - —| 101 99| 15.51 | ©
3-19 Cumyluron (9310Y) 1] 54 20| - 74| 101} 17.78 | O
100 Isoxathion ({V§#¥4V) 0.74 20 98 -— —| 98] 103| 15.68 | ©
3-17 Fipronil (247021) 2 80 10 - 90 99| 14.34 | ©
90 Fthalide (2434K) 0.67 30 96 - - 96| 97| 13.88 | ©
3-23 Cafenstrole (H7xJAMD-IV) 3 90 6 - 96| 104| 20.07 | ©
20 Bromobutide (JOEJIFK) 0.50 4 99 - - 99 99] 12.48 | ©
104 Mefenacet nglﬂzwg 0.44 4 93 - - 93 99| 18.56 | ©
69 Esprocarb (IZF0hLJ ? 5/ 103 - —| 103] 100| 13.21 | ©
24 Butamifos (J93iR) 0.71 5/ 109 - —{ 109| 103f 15.10 | ©
136  Procymidone (JOY3IFY) 0.52 5/ 100 - —1 100 98| 14.53 | ©
178  Uniconazole-P (9233Y-Ii-P) 0.49 8 91 - - 91| 100| 15.32 | ©
87  Flutolanil (2Ih52I) 0.27 10 91 - - 91 98| 15.14 | ©
3-25 Pyriminobac-Me (tu JwhxFh) (E) 100 95 1 - 96| 100| 16.88 | ©
1-32 Thenylchlor (FZI90-I) 11] 103 - ~| 103| 103| 17.05 | ©
126  Phenthoate (PAP) 0.60 11 99 - - 99 95| 14.41 | ©
3-16 Furathiocarb (25F#bl7) 11 98 - - 98| 102] 18.21 | ©
96 Iprodione (UMJ) 1.00 13| 94 - - 94| 117| I7.50 | A
105 Mepronil (XJ0Z 0.35 13| 95 - - 95| 98] 16.32 | ©
51 Dichlobenil (DQN) 0.35 18| 97 - - 97| 85| 6.44 | ©
58 Dimepiperate (IXEAL-}) 0.33 20| 99 - - 99| 98| 14.38 | ©
130  Piperophos (FAD#R) 25| 100 - —| 100| 102| 17.79 | ©
169 Thiobencarb (AY¥#h-7) 0.95 30 98 - - 98 94| 13.35 | ©
122  Paclobutazol (/%9079Y-Ik) 35 83 9 - 92| 103| 14.78 | ©
99 Isoprothiolane ({Y70F45Y) 0.42 48| 92 - - 92 95| 15.23 | ©
133 Pretilachlor (JL¥590-k) 1.08 50 98 - - 98 96| 15.30 | ©
1- 5 Cinmethylin (JUX#YJ) 63| 105 - —| 105{ 101} 12.82 | ©
62  Dimethylvinphos (IXFEVER) (E) 0.49 130 92 - - 92| 101 18.25 | ©
62' Dimethylvinphos (IXFIEVHR) (2) 0.41 130 95 - - 95| 98| 13.53 | ©
102 Malathion (Y3¥¥) 0.37 145 101 - —| 101 98 13.34 | ©
134 Probenazole (JOA}Y-I) 150( 56| 29| —| 85| 90| 13.27 | O
3-25' Pyriminobac-Me (EVI/RwdXFN) (Z) 185 94 2 - 96| 101| 16.09 | ©
3-22 Furametpyr (I3XREN) 225| 69 22 - 91 98| 18.20 | ©
1-34 Benfuresate (KYILt-F) 261 95 3 - 98] 101 ) @)
95 Iprobenfos (IBP) 0.59 430 99 1 —1| 100{ 101{ 12.06 | ©
77  Fenobucarb (BPMC) 0.33 660 89 5 - 94 97| 9.54 | ©
112 Molinate (¥Y2-}) 0.64 880 98| —| —| 98 93] 871 | 0O
xxx  Pyrazoxyfen (¥3Y$y71)) 900 ? ? ? ? ? ? 2
xxx  Nitenpyram (Z3YE3hA) sol ? ? ? ? ? ? ?
175 Tricyclazole (FYI95Y-I) 0.12 1600 - 43 35 78 95| 15.32 | ©
155  Pyroquilon (EO0¥0Y 0.23 4000 35 49 10 94| 100| 11.47 | ©
106 Metalaxyl (5%l 0.26 7100 44| 43 2| 89| 94| 12.85 | ©
54 Dichlorvos (DDVP) 0.18 10000/ 55 30 - 85| 95| 5.20 1 O
2 Quinoclamin (ACN) 0.21 16000 46 47 - 93 102] 13.28 | ©

93  Hymexazol (LED¥){V$#Y-1h) ? 85000 — 17| 46 63| 70| 4.65 | A
174  Trichlorfon (DEP; —DDVP 1.13 120000 - —| 49 49| 62| 5.20 | A
1 Acephate (PtJzi-} 0.43 650000 - - - <1 1] 7.56 | A

113 Monocrotophos (£/90}MiR) ? 1000000 - - 23| 23| 76| 10.39 | ©
179  Vamidothion (N3FF4Y) ? 4000000 - - 18| 18| 97| 14.80 | ©




C18(1.09-Bond Elut) BB 4

K’ | KBREEE| 20% | 40% | 60% | 80% | 100% =&

BERDS m ma/22 | ACN | ACN | ACN | ACN | ACN =4
Etofenprox (IhJ1Y70972) 4.71 <1 - - — — 97 ©
Cycloprothrin (¥90J0MY) 1.82 <1 ? ? ? ? ? JE
Pyributicarb (EYFFHILF) 1.57 <1 — - - 92 - )
EPN (EPN) 0.94 <1 - - — 80 - @)
Isoprocarb (MIPC) 0.22 al = - 9% -— - ©)
Pencycuron (AY940)) <1 - - - 88 - ©
Silafluofen (J57W371)) <1 - - - - 81 @)
Quizalofop-ethyl (F¥DHwJIFL) <1 - - - 85 - @)
Cyhalofop-butyl (Inodw7JFl) <1 - - - 86 - ©
Clomeprop (40X70v7) 1 - - - 82 - ©
Etobenzanid (IMIYZK) 1 ? ? ? ? ? ?
Buprofezin (J70713Y) 1.24 1 - - — 17 25 ©
Cumyluron (J3N0Y) 1 - — 36 - - O
Isoxathion ({V¥#F1V) 0.74 21 - - - 90 - O
Fipronil ?42!]’_;“') 2l - -1 =] 8 - (@)
Fthalide (7%31K) 0.67 3 - - 68 33 - ©
Cafenstrole (h21JARD-I) 3 - - 28 58 - ©)
Bromobutide (JOEJFK) 0.50 4 - — 33| 61 - O
Mefenacet (X7zitwh) 0. 44 4 - —| 126 - - O
Esprocarb glxjﬂblbj) ? 51 —| =] -—| 88 2 ©}
Butamifos (J49342) 0.71 5 - - - 85 — ©
Procymidone (J0Y3FKY) 0. 52 5 - - 88 7 - @)
Uniconazole-P (9-1}V-I-P) 0.49 8 - - 90 - - )
Flutolanil (IWF521) 0.27 10 - - 94| 10 - O
Pyriminobac-Me (EYU3/wd%FL) (E) 10 - - 78 6 - (@)
Thenylchlor (FZIl90-) 1| - - 21| 62 - ©
Phenthoate (PAP) 0.60 11 - - - 78 - ©
~ Furathiocarb (25F3bl7) 1y - - —-| 81 3 ©)
Iprodione ({7035%1Y) 1.00 13 - - 88 — - A
Mepronil (XJ0ZI) 0.35 13 - - 71 17 - O
Dichlobenil (DBN) 0.35 18 - - 64 - - ©
Dimepiperate (IXEAL-}) 0.33 20 - - - 92 - )
Piperophos (FAD#R) 25 - - - 99 - )
Thiobencarb (AYF4h-7) 0.95 30 - - - 75 - @)
Paclobutazol (/9079Y-I) 35 - - 91 - - ®)
Isoprothiolane (4YJ0¥43Y) 0.42 48 - - 84 18 - @)
Pretilachlor (JL¥370-I) 1.08 50 - - - 85 - ©
Cinmethylin (YUX3VU7) 63| —| -—| —| 62| 18 ©}
Dimethylvinphos §=J;XHH;‘JM)(E) 0.49 3oy - - 971 - - ©
Dimethylvinphos (IXFIEVHR) (Z) 0.41 130 - - 98 - - (@)
Malathion (?7‘/)) 0.37 145 - - 67 22 - (@]
Probenazole (JOA}Y-Ib) 150 - —| 104 — - O
Pyriminobac-Me (EU Jw933) (2) 185 - - 92 - - (@)
Furametpyr (I5XMER) 225 - 4| 84 - - @)
Benfuresate (AYJVt-}) 261 - - 93 6 - ©
Iprobenfos (IBP) 0.59 430 - - 87 - - (@)
Fenobucarb (BPMC) 0.33 660 — -1 101 - - ©
Molinate (EU%-}) 0.64 880 -—| -—| 65 -—| - @)
Pyrazoxyfen (£5Y4971)) 900 ? ? ? ? ? ?
Nitenpyram (ZFYE3h) sol ? 2 ? ? ? ?
Tricyclazole (FUY93Y-Ih) 0.12 1600f - 93| -— - - ©
Pyroquilon (E0%0Y) 0.23 4000 — 92 - - - @)
Metalaxyl (X93%3l)) 0.26 7100 - 75 - - - (@)}
Dichlorvos (DDVP) 0.18 10000 - 94 - - - O
Quinoclamin (ACN) 0.21 16000 — 67| 10 - - @)
Hymexazol (LFD¥I{YVEHY-Il) ? 85000 74 - - - - A
Trichlorfon (DEP) —DDVP 1.13 120000 53 - - - - A
Acephate (PtJ1-}) 0.43 650000| 113 - - - - A
Monocrotophos (£/90hR) ? 1000000 115 - - - - ®)
Vamidothion (N3FF3Y) ? 4000000 111 11 - - - ©
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"Manual of Analytical Quality Control for Pesticides and Related Compounds

In Human and Environmental Samples” , second revision, section 30,
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In Human and Environmental Samples” , second revision, section 30,
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CONCENTRATION CHECK #

GC Analysis
(Using standard __as reference)
Date: 6-25-93
Standard__:Name  Ethylan Conc: 1.0094  mg/m}
Dale Prep: 6-23-93 SS# 176-537B
Standard__Name: Ethylan Conc: 0.9996  mg/ml
Date Prep: 9-30-92 SS# 176-537A
Calculations:
Standard__ Avg. Area or Height:
With 95% confidence 60.4862 +/- 0.2661
Standard__ Avg. Area or Height:
With 95% confidence 58.293  +/- 0.6938

Analyzed conc. of standard__(solving for X) with standard __ as reference:
X=10.9728 +/- 0.0157

Difference between the calculated value and the analyzed value given above:
=(cal)-(analyzed)  0.0268

% Difference = 2.68
% error= 1,84

If difference within +/- 3% and error less than 5% resulls are OK.
Resulfs:
by:

Calculations Checked by:

concentration Check Form

GC analysis

Date: 6-25-93

Ref. Soln.. Ethylan
Conc. 1.0094
SS# 176-537B
prep. date 6-23-93

Sample Soln. Ethylan
Conc. 0.9996
SS# 176-537A
prep. date 9-30-92

Ref. Soln. area 1 60.57264

: area 2 60.36624
area 3 60.51965

Sample Soln. areal 58.56925
area 2 58.0104

area3 58.29933
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Common Name: acephcfe

CAS# [30560-19-1

Other names: [Orthene

|

Chemical name: |o.s-dimethyl acetylphosphoramidothloate

Identification # [ 43

Chemical formulo: [COHIONO3PS ]

MSDS available: [yes |

mol. wt.: 183.2

structure: ﬁ
/P'—"NHC“fCH3
CH;0

MSD Spectra available?:
FTIR spectra available?:
UV spectra available?:

Analysis Information

Analyzed by:

' CFR#:

On Residue list?: [yes |

On PDP list? vyes

108

LC conditon GC conditions
Column: mobile phase:  Wave length: column: Detector: Temp.:
[Ci8 | [40:60:0 1 210 |HP-5,25mm | [FID ]l 170)

(ACN:H20:MeOH)

chromatography problems: [

Stability |

solubility:

- Any other compounds
present with this chemical?
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& HEXER (B) B K

BELEEEHERAEMILERE

BRERESVTABEROBERREEICHT 28OV T

RYAELERIIOVTI, AAFEES 748 | HICETSE, A&, FWSoRLEE
(BRI3 451 2 AEAZEREIT0S) KL, AEYRUAE (REDELSE, T
Fllo. ) T&ICHEHERUZDORBENEDSATY B, KAIAES 5 RIEDRR M
OEFHLRET LT, BREAESFORICER S ABRSOSKILEEZ O TH B Y
B3,

SOESRRAEEE X, A, RYBESKAEESOMBREICHT AHMENROL
BOERLAEOTEDT 5,

BAEST AR ONEEEE L RHARE I UEARE~OBEF L5 L BHE
wi b,



(B3%)

BRERESTABEROHERIREICHT 5188

1 B#
Aigstid, REBESHALELTHE S REFRRRKL LT—E0mEERATHIL
PRAWICHBET A LT RNICLELEI O AHBRMOHER VLN FEEZED, R
RESFABEROBSEL B ERRTHILEENL T 5,

2 BERSICHTHIEHR
RURESTAEEQOREEFELE L EMAREE I LRERRERE L, UTOHBKHEY

AF—SOREXETMCLIBRLEDIRUET AL, T4, BMABORDIIRHLTER
LOF-FRRBIT B L,

B, DTOFRBRERNL2IOTH T, YUHFERROMKFCLL. RENOHELE
myasIeHFEING,

(1) &% (I S0%)

(2) #HEX

RFFEE T L IMEREORN AT HEX (BXRERHCET S, ) 2BRTHS
Eo

(3) #X

LHEIENEWELIREE KL SO THEHER. TROIALILELB L)
HRREETHI L,

(4) 5FE
BARCEGOBRFOBRTFTRERICE-THET A L, HHICH> Tk, MERET3
fTEB*MEREATHI L,

(5) CASHH :
WGEISH G LA B2 S el +5 2 Lo



(6) #HiE

KDEHEBTHZE,

AmidO00 (HMER) XXBLUELEEL,

(R&WoBH)

Kol WNNOE - ZHhOREY (F-RAERUEKDOREY) THoT, OO0 (MA
R) XXBLUEEEL,

(7 : R ICYwE e Hira2 s, )

(= + Y bk2AEDH)

A@midOO00 (HER) 2#XXg/ml (Fidg/g) 6000 (#Hif4) BiRTH
%o

(7) ERHOEN
HREFEH/RLED L. ROEHBICODWTERT AT &,
R KQEERT - - - - - °H5,

HE F— 5 DHE il E &4
LYWME g b
IZ2onT IZ2WnT

R lE ] ] ® (Eér )

FRUVBULA R & b OV4HT A " & (BH: )

WAL TR A RS PAUSIE OB V) ® (Bl )

HESHFHARY PV < A e (Bf: ) EICI FAB #oflh ( )
B A A~y b LS -1 H & (i )

TES H A e (Bl ) KRE KE £Fofl ()
eI A %1 & (Bh: )

Z ol ( ) H A

* D EMREERML Ao A ESLHANHEHEIE, TORBHEERT S L,



(8) ERSTNDEERE
RKDEFEBIZOWTEBRTHI Lo

HE Loy biconT e &4
F—5OHE

B 0 20 P = Rl N A A AP PR Hoh, BEHE., RHBEOENGE
ERTarZ L,

HArOu< 557 4— ¥ B hoh, BBREORGLERT S
&,

EBIsU<T bS5 T 14— A i3 7U—t., BBEEE, REESEDOE
HriE|mTHI L,

oM (#E. NMR. GC/MS%) A 3 HEEGELEBRT LI L,

(9) TEH., BEAELRUTRHY

REMICHET2HE (6. BE. pH) & £ AOBESWHREERTLIZ L,

RUEFLICHET 51EH FOE AoOBEWBRLEREMTAII L,
THEW BT 5 1Kk HOOE  AOBAWERERERTAIL,
(10) 2ot

BREFERVAHDMR CREAHBICBIT2b0) 2Hhid, SEFERLERTL I L,

3 Zoib
AESHCEDS (MR E/mICOVWTIX, 1ERLERCTIZLET 5,



RIED GC SHTICH 1T HEEMHAORRK L RE
(V=P A = 2BRAEH) HE #A 0 HH EE
1. #E8

BE, BETOREEHEOSITICE O TIE, BEAES © LARRIE, RETER  KEHE
BIIEIZAR D E EHEHEINIRR SN D ABECER L TEREI LTV D, BEOSHTIC
B L TR OBk L 2MEREFICERH L, AT~ HdREE, BERT~ZEAR
FELBMLTORMIZH D, BETERCEALTE, FRIF4ACEO—BHRESH

(Fig.1,2,3), EA#RERE (Figd) KELTHAHRELATFHEND,

FR94FA A —HEE
RS KEE R SRS eI s M ekt Fetiih Sy
-/
- SR H DRE Y
FISL BB —HPLC T+ (e 08 nglL
TV B4R —GCFTD, GC/MS
FARUANT S —-GCFTD. ECD. GC/MS AU 05 mgni_
- BUREEEDO V7= V() 006 mglL
RN (RITS) O BRS—IES R
— WA TIRRE @z~ ) 02 mglL
— BRI AT T
NI~k SR SR Rl L TR SFACIURGESD 008 ngL
—AXV ARSI
Fig | BUNF&T KRSRITLIASEEIRWEt Fig2 AT DN —ABEDEC,
BEES AEKICETIREOHE
BRESAPFH BT STE
7]
7k %‘c_my. - B{LEHBR
FHb=kJJL 5L m
i ZEpEs
GC/ VBS54 s . -
AR T BRI~ SOOI STRESH
[t~ RO 5T
Bt — SRABBAR(SAP, 17OUALERO
TET=—h 2- AFAAYFIFA—I (2-MB), VAR
] NZavERS Es — RO STRRS R
SROBUBN
vy
- HWHE
Fig3 CI8&EHMNT AT EBIES IAnssyE Figd ERGUERABIR

BHESHIICBONT, BELAVHRFEL L THAVWDLRTWAFEIFR7a~w N5 7k
(GC ¥) THH., THRHOEEEL —FoH. EETIDIENTHS, GC EORH
#2& LTk, ECD, FPD. FTD. MSD 72 KRR I TV BH M, ITE T MSD »FE L
DAB L E—FLia)o>0h5,



BT OEBESITORMELEX., RN LAVLNTE R IEMmBECRbY ., #
EDMS SOHERAT2EEEOHEE B E LT, BEEMEBES—BIEAIh T\, @
MR, BIEXE S TEREO—FLED S TENLTE Y ERR2FIETIEH S0, M
EURERIZIT 2FHRMEDITE &0, FJIIKPHEAK R EOERBHIBIT oGk, &
FORFORMEIEZ L TODRIIEDRV, BESLNTEZEH L L LIZ. BED GC &
Fric BT 2ETAIIE QTR LBREICOWTE LD b DIZ DN THRES B,

2. ATREEFIZETIRR

2—-1. KbeDOBREDOSH

AKPEED GC SBT3 —HH

R BRI R OBE 2 Fig5 1R LTz, =i
T = Y S Sy — 1S4 bt
BAT O LARBIE TR, o — | Sonmsss  1omL
DEMEY S LDbOEHRIZIZIY 7 an N
aVF1ia=yg
AN X BEREITR>TWB, ¥ AB)—I 10mL
BRI 10mL
suouAFoqf, EIREL L, BE )
INICEIBEHBEEIENONEIRT Rt 200ml.”20min
b5, Lk, Yruaxyy Pa P :
HARBREIC KT 5 BERERO—oIC [ B2k 10mL
LHTLNTHEY . EREDEERE "T'm‘ #5305
DYEL VN AnD L, HRESLEE B .
RTWB, BEFERICHNTIR, | s
. . BE
Ty r/uurAF o2 ERLRWEE T— ERLATT IMLUTFET
~e—HBTEIRL TN, (Fig.3) ) .
Srmm A Y kB EME A l CHAAAUTImLICERS
BITROBE. F0o%D GC Dz s GC/Ms
BLTBEAEE. 5L1r98F A1
LOBMABRERZITROILEXD D, = Figh GCHMFICEIBHEMZERMHI0—

WL, Yrru Xy B M RER

WWIRATDOKGHBEMLTowAYa VEBRL, Z0%O, ERRELZREBHCLTLED
O ThD, ERICEINEEZ GCIZEALTZ v b 3Bl —rE8hR 0By
BITIEMNHEMBL LTHREEINL TS, BEXUMRL) 72, 5L x0T A,
RO KDOEFEENBZNEEEY, ZOROBREEHILTLES, 20D, 7
BB Z RN, ERTEEAE SRR IEINERND S, ZORBREE I
TRoTwRwneE | ZORDOEHBROBABIECARREEZE LT TR, Fy RIS
ARZE| SR ITERICR>TWD, Fr XYV IRHRBIIERY T 205 0MHBREZET



Empore ™ Extraction Disk

— >«

<KRIHOREDE>

STARVEEBATN>

Fig.6 [EREMRHHEE

¥, EINEICHBE D25,
vrun ¥ EkiiRb bk
LT, BETHRT & s
WWEBBRFIbRELON TS,
(BEXW2) T M REDY
ryan Ry o LUNOEREEY A
WTOBHTIX, YZ7ur g
LB L THEHABRR0E B M
RELN (BEXHL), BRE
LCEHICET 2 ARERE L 1
REEDH AL RD, ZTORIT

BLTHxit, 74 R BEMAMHEE (Fige) 2AVEREXEIZLY 7+ bz
BWTHSREIREZH/D ZLICEILTWDS, (BEXE?2) 7& bzl 2ERT
T, KR EZOEEIEI LE I AT AIZLIBBAKIENT B ERRARERZD, (B3EE
¥H1) 7 hoE®IC—E 0.5mL UTICEMEL, ~F VU B~DEREITRo L &REK

FITRVWEREFRERZETV S,

IhoD7E hrBEERFT L THIZHTZD WL O OBEBKRIEWREICHER L7,
hid, EERABEICE 2RTABICERERT 5 b 0T TR, GC KB DEATLE

R, REBREREIEEFETDSD
DTHDH, e xETE M
HiKzBiT3 TPN 227V v
FUREATKIZELY GC/MS T
ST LR (Fig.7) Tk, Al
ETDHMSIZE-TiE, TPND
BRHE— 27 B3 2@Em» 8
Bink, TORHKE2BER
BLTYZop A& oty
Ve i OF B BERE L
BLT GC/MS THHT DL
TPN O v°— 7 34 BRI
WRRE ISR Ik, £,
MS 2 & » THBREBRAIEW
B CTORBETCOREREZE
KT DL, #RELTERBRMENR
BORNEVWLORHD, (BEER
¥3) AIAE, EARIZL2D
53, BRHEBICBWTHEEMN

ﬁEunaance
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8000
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4000 ]
2000 ]

TIC: MHW7003.D
TPR

4 Standard
in CH2CL2

L J

Time-->5.00

10.00 15100
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-
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in Acetone

L
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Fig.7
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BETHD, SRERMEE UTHRE LT RERH D,

WBEEL L. BEAFTICROTRRIIEZHRT 2 B THRMEINERZIT2> T D,
L LaR 6, EERICEMERRRZIT2 SR, BRAKD XS 2R mE 'R vy 7
TN LT a LK E DI & % < S ATZRBHIHIM LI B 6 & TIIRERICH &
BB BB, BRMHICIT S Z0L 5 RBAZO—IZ, EIER 100% &8 25 L
WOBRRH D, EERBEKBMOMRERTH 100% 2 BX 2 ERERENBONDIZ BBV,
Hiw £ 100%L EH DT T OB BFELN- 7 o< b BT 100% %2825 &) BRI,
BRUEROY Ty a v 4 ABRBMEEMTHEEICRD O, ZOBRZT, 1T LOEKE
REDBEBBEZONLN, ZOFTHETIHMEMITHE Y B, EAREREREZANV
PRI (BB 3, 4) ICRAMECIVUBEBRRLLNL TV EIRETH S,

2-2. (FHBRBREDSH

A MN=ANR PR ETEBITER SN2 BEETHR L LT 300 (kEHE2BLHE
BHOLOPMIENDOR THER SN TWD, EMICHERIN D BEEITX, £E I &I xS
BEIZS>TVWDOPERRTH D, Liei->T, AERERNICHA SN 3 EOBERIZNERT
RTHY, ZRHSOBEFIHARD LT3,

BTE, 1FOERBREOAEEL, B4 0BREIXHLTEDLNTBVEZELTVENE S
WPOPLIRCEEEOESRINEITR ) IIIRM L FHEERT B, Lo T, —FHH (X
7V —=07) KR TEREEORHEOARZXIZIT RV, BB LEZV 7 con T, 3
REREMEBOAEIEC LIV EET D LW FRAPBE OBBETRAShW S, Zhbniz
LA LT FDA T? LUKE & (B3E3XHKS) KR LZETERINTEY, BAENT

bEHINTWD,

B, Luke 13
TER=R)/L 100mL |
somL

weorx | g HTHREh, Fig8
I;E'| DX HBEE Luke

[ ] [ A= | [rewes| BELTHLLRT

:

_ — W3, R Luke ¥
. BE (mLuT) SRR =

(28 QD] TREMHROEME L

B L min HFAF, T=Fv
L5z

| TER=FOL I [~rw — DAF YV X?ﬁ@*ﬁ?

BFRIC L 2B % 1T

|=$(#-325m|_)| o TW3B, WHHE

SR Somt MA— Y v UTIE

SoOOnA%L somL x 2 GCMS

Uy 7 AR RER R
Fig.8 tRBLukeik ol A AR N
F U RMEETERE



REMBERYBREERERZ AL S HETHD, £i2. EETITRIROFEORD Y
W TT77A NI —ReT )BT ML HBBEDLRITE L2 V=0T v I HELKRE
I TW3,

Fig.9 GPCH)-vy7TVATA

—F5 . BEARMEERREN T, IFROFRESR—MNEEFA VY V0T ATREL,
Fn—Ixz—varru<h (GPC) 2LV, KL BEEOSEZ R L, BHER
GC/MS Z#r&1772 2 ik (BBX#E 6) HEAIN TV,

LLadin, ThbDHIEIZX - TEBREMRHESNIGE. EROIEMRITTEIC
HE->TEY, BAHEEEOFIZE > THIORBERTHD, LR GEETI., Z0H
OFEEZITZE D HOHEFEEE TICEERB 217729 [One Day Service] DHLEMMN S -b
NLTWB, Z® [One Day Service] #EHT AL, < SADKREEREIZ, L»
HEANTITRADZENLET, ZHICRE O BEILIEE (Fig9) OB LERNREHET
HoEBEDLND,

2—-3. XRHPDOFY) 7 FRE

RIFDORY 7 FREIZOWTORF TR, ShALOHE (BEXM 7) L/ HLO®ME
(BEXR 8) DenT, EMRMHEEZFIRLCBEFEIZ VTR SATVS, KEAH
DEFHOMETIE, FRATIHII— M) v VI L > TERFATRI RO DN DD, KR
BEORKP TNV EREILE LT E &R 212, R »»D 72 EOMBERRER SN T
Wo, E7o, EHOERICBEL T, EHRT « 27 TREWRENEZET 555, BHEE
B2 LEL L, C18 72 UOMEZRDOEM TIX, BINERHE W FELNRWEARH D,
L7ehio TH4F, REFRHZBWTIE, EFFACKEOKIAFAE ZRIEL. PROBEER



CEINT 220D T 4 R
REAAZ AW HEFE
(Fig.10) 12>\ THRIER
FEToTWD, REERE
BOREWT ¢ 2 7 BIEH
DHETIX, BREEOAHM
B/ Wi, 2L/min-
10L/min D i THO BRI
ARETH D, HEREEZT
4 AT IZHEMLTOBBR
BROMER TIXREFZ2EIE
AEBBRATVD, LhLA

F 4 RIRALE—

&EIR T

WERER

O

O

Fig.l0 FARVBERICLIRARBHESATL

M6, FFEHEDS B 1) SRR 13 B SO K SRS 2 /ER S 5 D772 V) R 72 0D
S IR 2 O T ORMEINER % PO L 51075 0N L\ on, 7o, REXERD
LLLIEOEDISRFENE L TCHDONERFTEINERDHD, 51T, BHRT 1 X
7D X > R BERSY B E L% COREREIR AT SV Th . BEOME.

FRICOVWTORNBPLETH S,

3. HMBEOMRELE Chh b ORE

@m

WkA-RE-n9b

ASPEC-XLi

OPTIC2 GC

Fig.1l #2Z4 SPE-PTV-GC Y AT L

16 GC ETE—HICLET 4T
BEfAfHLEE (Fig.11 SPE-GC) 0¥ RSP LEE

%,

iz, WRD GC SHT TIIEAE & RHKE
OEENL, REOV UV TLVOBENRKLETH
B, TNIEF¥ET U — GC W TIXEAED
fKEZT DD THD, Lo T, RICHE

74—

AR TRRTE- LI,
BEOGCHHFITIEENE
N BEIIC B - 7= HTAEE
TERTOIMLENDHD, X
HIT, fib iR % TR I
THHITIE, BELEE
D NEE S NLERAR T,
Z D7 I X EE O L

Fig12 PTVA//1H-YaThon-B



MEER ImL ICERL-BEETCIZ, 20550 110000 1L OBFEL» I T A
WEATAIERTER, ZORDERIRTIE, ARERBY VU AL BERE XE T 5EM

Target analysis of pesticides in suspect
river vwater after at-site loading on cartridge

m

= i'—") -_» RZAlD

Secord SPE canidgp

_______

exchenge urit
Fig,13 Principle of Oreline SPE Sarple Preperation Fig 14 Field sampling and On-line SPELC-MYMS

Syinge purp
desorbtion solvet
= = . ml0) O oyt
Sotvert = . Pedyica | Rnnng = Reunﬂan large application
mtnfe-y - %ﬁﬁé e ™ potential
Fig15 Principle of On-line SPE-LC/MS Fig.16 Principle of On-line SPE-GC

Zdh D, EETIE, PTVEAR (Fig.12) ORZEICLY . &EAK 100u L OKREEADFTHE
T B, PTV OBFICH, H A EARICET 5 MBEILEREZ RH LIZLHTE T
%, BB Fig13~16 IR T L9772, AV TFTA VAT ARERH LUV TEAIN TS
¥ Figld TRLELIRAIVIAVE=ZFZ Y VTV AT A, VTVEAL ATREFD
BRMEEERTIEMNTSHBEZ TWIERICH S LB,

Xz, Bxid PTV ZRVWTHRIZu~vw b ETHT LRSS v F U TOFEEITI VAT
2 Multi-Dimensional GC (MDGC) 2% L7z, MDGCIZ XD+ TAEAEZHEOL,
LV BREDOE VLB, EEVHFSNATVD,
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0 N O O bk W N

. Bl BRI, BREE{LEE. Vol. 4, No. 4, p807, 1995

. ek TR, $48EILEKEMERHE RS, No. 8—10, p482, 1997
. TR, #5AE(LZE. Vol.38, p560-565, 1992

. RIFFMlL, HAKBREEFS. No.3-B-14-3S, 1996

. Milton A Luke, American Chem. Soc. , p174, 1995

CRE EE. 58 20 FIRRRBEOV L HEEE p44., 1997
8RR ST B, Vol4l, pll5, 1992

. /NHE E, REELBIEEAN. Vol.22, No.6, p8, 1995



SZERM 1
% B ELEAERERRS .6
(8—10) 7 « X 7 BUEHE & L - KP RIEED GC/MS 731f

FA# (-t xr2)
HE #H(E - Axrx)

O T4 {xrsX)
Fill HEUERAY—x1L)
ik EEHERRAJY-xL)

1. IZCHIC

BE. AHKOCRBEKGOREROMFICIE. BELORRFTOTTAERICHEL. T5RFvIHD
D—rY 9 SICARHNTFERES-ZANBREES ON—BNTHE, —H. A 2TLUTL1RIRD
Eigfhmttkit. REKDOBEKMAEITITADELS AN S, Bk TIEARREOFICARRAMICERS
htsY., BiE. BNETCHLIASAKBHTLS.

SE. RESIZ. BERTHMEATLIREEDSSE. GC/MSTHHEhH3 1 BROREERL
T. F4RYMERIZLIEREOEREFRN L. NE. BE. RUEBRR. ARRFOERNLTHNRE
BlOTRET 5.

2. EBAE

21 BHR:ARHTE. BYTFFSIALAOQIFLUOOMERICODSHTF. BLLARFLY/JEZL

ROV HREEUONF(SDB) *RFES -7« R @48 (Empore Disks, 47mm. S M) E#FEALI.

2-2 H¥E:REEER. Tv I, ARYL BKREBRTS FUOLKBRERESHAEERAL, 252/

—WEHPLCH (LWFhiWHS) AL, £, MAKIENil1i-0 Plus (MAR) ITLYRABL
=

23 BEK: RESEEMLERNK. SLUANK (FRIKR) .

24 ¥BBLUEH  EALEGC/MSBLUMBEHERTIC

Flt-. £1=. SIMETRW-ZREDE—5 v b4 FUIEIER2IC
wLT. '

%1 GC/MSMEERH
GC/MS:HP5890/HP5972A
H#5L:DB—5ms. 30mX O. 25m X 0. 25um
Xo)X—HR:AYSL, 1. ITmL/ 3
Ay FE : 50psi (0. 5min) —9psi (0. 09win).99psi/min (EEEAER)

—13. 6psi (Omin) . 1.53psi/min
—24. 4psi (Omin) . 0. 60psi /min (RFRE+ ]

#—F B 50°C (Imin) —125°C (Omin) . 25°C/min —305°C (Omin) . 10°C/min

BRHEA: ZTUY FLR ($—219) , 2ulL (HP7673)

ZIAORKE:220C (v8—Jx(REAK:280C

A+ RBE:175C A+L:EIl,  T0eV

(€ L))

LYy—=x4)
 0%A %/ —ILKBRHE 4ml

B3%e
' #$3 0 min
Rl
I Pbr (44+2)
!l1 ZXXAT 0. 50l

‘ RIS - Bk |
25 Efgiitile | KBH T > RBNEERBEREER 1 LI
eR Ui REOSAETHATIEMCE. BRLMELEIOh | 2% 28
Zoonors nERIERT. BHICE, 7E P EERLEN aR. 20
COBA. BHBPOKS ERKRBT LU HLATRRETES, GC/MSER
GC/MSERTFSINEFIERTARMENTE LD, 7 FUHB ®1 Eambkes

S

HiEIE~ASFY VI HgERE. GC/MSIC#LT. BEHEORICI,

7o FUBEAEEELGVES(H0.5iL ETRE. ThISS nl OAFY U EMA K. MKRET -

YL (dg) EIEHEBSLISELUTEK, 2ol ISBE - BBELLE.



8 XK E

%2 [EunERREE Disk : SDB-XD, Sample:Spiked River Water 200mL)

B M

3. BRLER SIN_| Recovery A"' | Recovery B* | MDL*
3—1 EMEIRE No _Compound Name |[m/Z JAve.%| CV% |Ave. %] CV% |(ug/L)

e L - A FH I B
5 ug/L £ B & SISANKISEML. 3 | Trichlorfon 79 44 16.2 28] 12.7 /
ShE. TRy UERE G0 EA |5l F 2 | 109 62| 102 36000
WTSREZHFTREL. THEREY% | 6 |Benfluralin 292 102| 2.8 101} 3.8 | 0.07
Iy L I FEII R
1-#B %% 2 ® Recovery AIZRLT=, 9 | Propyzamide 173 104) 5.4 105 3.9 | 0.03
FHEREEH DL, Trichlorfon@FP) | 10| Oricrotnaionit | 206 | 85 46| 89| 26 | 0.07
ZBIHIE. 90—-110%&BIFTHY. |12} Iprobenfos 91 104 5.5 100 3.4 | 0.05
MYELMEL S %N E RFTHOL. |13 Torolotosnethyl | 705 | 98| 15| 07| 38 | 001
DEPOEUIEILTS 4%LEL. BEME (15 Fenitrotl)ion 109 108 2.5 105 6.5 | 0.04
LB ok, commo—maae |1 N |0 | 'Sl e | e 47|00
BH3RBRTHIEEZONI-A, 548 |18] Pendimethalin 252 103] 5.7 104f 3.5 | 0.06
SDUTIE, & 5ICHET BEENBE. 10| wectyivmon | 107 | o8| 5.4 | 98| 52 | 004
HHBEKEICI0%V/N)IDAR/—  |21] Captan 79 86| 3.0 97| 5.0 | 0.03
ABEL oL TF (A9 ERBLIBE |20 Nprogamde | 72| 90 67| 102 47 | 008
DIER % Recovery BITR L=, CO&R |24| Flutolanil 173 101] 6.1 104 5.3 | 0.03
(£, RBEATOEROLBES AT (o0 loion | 105 | 102 49| 104 55 008
HY. FHICEYREEHIRB LWL |27 Meproni 119 102] 2.4 98| 8.8 | 0.06
EARBERT, Eto. RBEFIHA 29| pyriaaphenthion | 97 | 105 45| 105 44 | 008
A, BOTEIBEI-LBZF 1 R 8EN |30] Iprodione 314 102 2.1 105 7.4 | 0.03
BRETH-oI=. fi‘infﬁfflgpgke Conc.Sug/L,wglEZut “60:{03 ea:-uap e
3—2 RHEBR 3 Rethog Beteotson Fimit (iver waters

SEBRFLE-AZ (B1) CTHANKE
MELEBEORESOREBRERD -, 48, REBHRE, 100 & — 7~ SOBXC
EEBALALO. 2u/VDFEMBHTHSNABER (e/LVD goo |
BEREEXELIS%NEHEICETAtEORE L. Boh-&H gm»
BRI 0.05ue/L MR THY. REL EhIRLBEER g4
TEEZ LN, 20 | Simazine
3-3 RERNOERK 0 - -

BIMBEE 0.05p/L 5 5 50pe/L ETELSLHBEOR O O e voume(myy 0 5%
EONOBEHREEZALER DEPERC(E. COEBICH
5. BREEEHTAFTH o1, DEPOREIIL, ER 10 [ C8 —220 |
ETORRENAELLE BENSVMELEWRENARC LS g8 SD8-XD
EmEhtdh ot geo |
3—-4 HEHERB lgnw s

FIMREZE 10ug/L & LI-HBK 200m.—5000mL %5&K L. 20 | Thiobencarb
BHAELENEORFRERHT-, Simazine & Thiocbencarb 0 : : : .

0 1000 2000 3000 ° 4000 5000

DEREFD21ZHR LTz, EHERAO IBHEOBMIC OV THAAR
EZAH0DSEDT 4 RAYDH/EITIE, Simazine D& 5 LH
KEDHBBEICHL T, BREKEN1LERAZLET LAY
A= 5NT-, =7, Thiobencarb ® & 5 LB KIEDMETIL 5L EAKL THEMEICTILIXEN 0T,
%£f. SDBREDT 4RV Tk, WFhOBREDVENRELRBEBICINDET. RIFTH-T-.

Sample volume (mL.)

H2 AEEE



S %200
BEER2 BEBREANHES
' : (H9.10.16. 5 %)

T4RAHOBERZRAV-FEEREDOI T
— FEURTARIIZEDIKB7EIz—tOHEH —

FEERY—h(BR) FL#E
VNP AR () el

1. XEHIZ

EB)ZBREOTEZ=—MI. BIBEILEHTHHEDIL, TOMLEBIUVER
EBWTELOBRER2BRTRETHS, 77— DKIZHTHEMEL. 650g/L LF
LLEWED, AREOYHSRICESEREHMHCEAMHICLoTRE- BTS2
IR THS, ERKELLTR, HERER. SROELZENL. FAMT1VYEDT
AEAVAILTCHBBEB~ORELTRIZTAHEREBEITONSN, BIEITHME
CREBRINSIZIC, ERREOE THRENH S, ZhicHL T, &, 7E7x—FD
BRICESERZAVIFEOADERBESAh TV 2, Fk, 77 x—MNI, REE
— PR EShEREFOINZRBBRECARIEEREIRSH ORI T, FllBSHEIR
Sh. TOS B RESTEICBW T, STARICEERITLABREAITVWSY,

—% . REIBVWTELDEPAAY yFIEBRASh T I T (A7 REMIL, 70~k 7
IZ4— AN FERYTFII7LZAuxF L (PTFE) OSSR MERE PIZKHEL-EMBT
HY . bRETH. FERBEEALLT. KTRES~OEAXBRNESh TV,
Bl COFAABERO—HBLL TEEREFTHLET A RIBAFTEHIIITRY,
FEVINEOBR AR EOHHBICAVOREDTHSEY, SE, WELIX, ZOFHER
FARIERAWT, KRB POT7 7 —rORMBIZ > W TEROLRBRNEZITVW. HTO

HRER/EOTHRET S,

2 KB

1VREEBRA:
77— MEES(FEMELEN . REEESWAT I/ ICEMRL,
1000mg/L DEMBEF LT, ChEEEARLCREBRERBSICEMARESL
WP 7=, 2OMORE, BMICIXHPLCARWLERAZAVWE, BHERT/4X
I T ART MBI F A A2 <FEHER >, 4Tmm  (BMEH) ZAV, fIHREI
3. EAOHIARFT ARIFN T —BIUR6ERv=K—NVFEERLL,
F7-. BRI T A Sep-Pak Plus AC-2 (Waters #8)Z AW,

2)EREEH:
ERIZAWIZHPLCBLIWRGC /MSORESH % Table 113X U Table2 iITX LT,
723, HPLC BB CiX. BTESORLELR SRS EICLE,

3)HhH R 4E:
EHRFAAZICEBT E7x— OHHIZOWT, KRN CITo ARG REET R
—% Fig. 112"+, HPLC ER T, A7/ — NV EHBEET L CBBRLRVW T E
B ZEREFFYHAVCEREL. 2nL KEALLELOEHRELL:,



Table 1 HPL.C Conditions

HPLC: HP1090 Series II

Column: Puresil C, 46mm x 150mm (Waters)
Oven: 40°C

Eluant: Acetonitrile / H,0 = 5/ 95, imL/min
Sample Injection: 20pul

Detection: UV220nm

Table 2 GC/MS Conditions

GC/MS: HP5890 + HP5972A

Column: DB-17, 15m x 0.25mm x 0.25um (J&W)

Oven: 50°C(imin) — 250°C , 20°C/min

Head Press.: 30psi(0.5min) — 2.0psi(0.45min), 99psi/min — Constant Flow(1.2ml/min)
Injection: 220°C, Splitless(purge on time: 1min). 2ul by Auto Sampler(HP7673)
Interface: 280°C

lonization: E1/70eV Monitor lon: 136, 94

EEBRTARD
[ & .35 4¥3azvy’]

AH/—1L 10mL 2 HK 200-1000mL
— H,0 10mlL '

[ & K) 120-150mL/min
et

— H,0 10mL

(EEEMR] 2-5min

(?‘419§n YL, *)‘*'—HH-—))
TOXHER X |
(8 )

— A8/ — N (4+2+2/H 8mL)

(¥ & )
ZEXARXT.40C
FEERBE. 2% Y IFLYIYI-RH05mLE M X
INV-4TREBER.40°C
(BER]
f-7-lz|~>im;‘:'c§f:\Lsz|:i$
\ 4
GC/MS M 5

Figl 77— bOHhtHR{E70—



3. ERLER

1)HPLCIZ &7 7z —+DERE:

77— OB EER(50mg/L) BXUHEEKPOORRRKREOIa~v TS5
A% Fig.2 \ZRL7, HPLCTH., 77— MIBEREL VL —IEBRORRTHS
e, EEBRERPBIITIRDREES 20mg/LEEORENLELEXON, =
hid. ILORBHLIERE CRA&EMNIC 0.5mL TR T 5L, AR KBRET 10ug/L 1248

ML, 200mL BB 2mL BEETIX 200ug/L OMEELI2B, Lo T, INT7FEOHE
AOL-~b (J88HE 800ug/L) TH. REMIZIZI+RITERTRTH I, RIFHRER
PEXDL. COBMESEETIE, KEHORBEIEKEL, ERF~0FRTEELE
2o, L. BBRESRICBIIREROERERREFTHY ., FHONHISER
RBERRECHIL, BEERRICHTIENCEEERE,L, BlAZAY
EREGEORMNTREDRFELEXLNL,

TR ) TR 200
*! some/L std ™1 Recovered 180k y = 1.862x ]
] ] Acephate ’_;_g 160k
“ !""“ 1 sl-uu E 140}
4 01 :E ‘20 3
]
u 2 E 100}
2 n : 80
s 6ol
) " % s}
[ ] s m

&
L]
)

20 40 60 80 100
Acephate Conc. (mg/L)

3 ol H —.., 0

Fig.2 Typical HPLC Chromatograms Fig.3 Calibration Curve of Acephate

2)GC/MSIc &7 Iox—+DOERYE:

77z —MIBEREV D, BEATT—RIZAV LRSI REME DT A (DB-5)
Tt P BELLTu— LRV ERSER CHoL, I, B0 PEG20M &k
DOHFA(25m. Carbowax) CHIT7 €7 =— b BB HINRI o, €T T, avwmEs
DOHFA(DB-17) BBWIL A, ¥—2BRIT Fig 4(LBICRTISERHFTH
Jo. L. AT LAOEARERELRY, 3TLAOEAOMOTEETAFRMTICO
n.E—2RELLTu—Fichy, ERERRAZDNAIT—ABdHoT, Rk BB
. ZOMOLBNEEOBEVRETLEDOLIAEN, TE7=—DREIRIVRA
X Chotr, E—IRF—Ir /LTI u—Fick5dl, SEBREBEREOY—7BR
BRAEXELB0, ERENELTS, THDL, ERERTE—IHT Y7L
TWThH. BRBE T —I Ry —FILRBBAEBBOONI, ThIZHLTIE. 7
T — R REBESEONSBEROFEANEHLEE LN, BYBRAE



BAFTEdolklcd. ARHTIR., BEONBEEECEREITIZLICLE,
. 0BES. BRERIT. ERCILER TET, Z&k#i#rl2o7/ (Fig.5),

(x10%)
4
Abundance
8000 ':é_: 3
6000 3
4000 P
Z(X% g
Abundance 650 7.00 7.50 8.00 850 9.00 9.50 g
8000 g,
4000 <
K4
L] I 3
Abundance 650 7.00 7.50 8.00 8.50 9.00 9.50 1
8000
6000 5
2000
o e S —p—r—— 0
6.50 700 7.50 8.00 8.50 9.00 9.50 0 05 1 15
Acephate Conc. (mg/L)
Fig4 peak broadening with column deterioration Fig5 Calibration Curve of Acephate

NBHEHOBREY
BHICRAZ  —NEERLE, 22 1
CREMERTARIPHT 72—} %0
PEHTORLEREARICOW 80

TBRNLE, BERTARIIET €7 0 Backward flush

=—FERMUICHNA 1L 2@ o TOf = Forward flush
LT100ug D7 k7 =—rru—FL, > 60f :
Zhi, ol $o027/—ATHY 2 50

2

ac

ELEBEH., £ HEE 2nLICEER.
HPLC TERL.&777vavH0 3o}
TE7z—bEEINRICRE, K
4352 T Fig.6 KRTHEHTa7r
ANER/E, BHIX. AEEKER
FENCBE T 5 Forward77y¥v2° 0
W5 EICE T 5 Back779Yv)'IC

IV iTok, TDER. BIE T,

7mL. £ E TiX 5mL BEOAY)— Fig.6 Elution profile of Acephate
NCEHBRET IR adhol,

Fe  WPhOFETHF—ZLOEIRERI; 95%%BEX TWAILM D, BiERT A7
WEARBEBLIUAZ ) — VI BB B RIFIZITASEE RN,

0 2 4 6 8 10
Total Elution Volume (mL)




4) MK B SUANIKADFNEIREBR

Table3 802D %M (A—G) Db L TITo L FEMENL A B (n=3-5) DFERE L
7=, A. B(C). E iEBKEM T, #MEE(1,10,100ug/L) BITFASHE (200mL,1L)
RERBIBETHANE. WThbRIFRARER THoT, D i, BHEIZY =FV)')a—
rEMZ, 0—99—11\'$‘V—7—>&Fﬁb\'caﬁl,fcgé’c'bézﬁ, 3 ~& B(C)n#E
HLA%THY. ERMOMBREBLLRTAET 72— FORBUICL SRR 3 E
CIRERENT, FRREEREOM)IA GEE) FHRE) iICEMLUILB A& THEA, B
RIIRIFChHolk. G HEERITLAZAVEBREROBRTHHA, B RIITE
MRTFAAILRAEThot, BB, BEERITLATIE, BHORICEERE T OR
HAEBHOLN, BHBEORBALETChHo,

Table3 Recoveries of Acephate

Recovery (%)
| A B c D E F G

Testl 910 1128 96.5 92.0 103.8 100.3 102.6
Test2 1024 97.7 113.8 88.1 86.4 879 92.1
Test3 96.2 88.0 97.9 1014 ‘924 1033 89.0
Test4 1002 93.0 942 940 96.0 102.5
Testb 1044

Average % 98.8 97.9 100.6 93.9 94.7 98.5 946
CV% 54 10.7 8.9 6.0 1.3 13 15

A: 100ppb in 1L reagent water/ HPLC

B,C: 10ppb in 200mL reagent water

D: 10ppb in 200mL. reagent water / concentrated with Diethylene glycol by Evaporator
E: 1ppb in 200ml reagent water

F: 10ppb in 200mL river water (Sagami river)

G: 10ppb in 200mL reagent water / Sep—pak AC-2

4. £k & SHROTE
ERRFAAZ L BKBT £ 7 c—bORHITOWT, ERMZRNEITo LTS, Ml
ACRBH R SOV RNFIADDIL, EREOLET 0% EOEILERFLN, &
EOEBERTRENT, 481, SSESLALERBEAVIEA, BLU, TOMHORK
B REA~OISASRMBRETHD,

[$5308)

1) )83, KERRFSLARMATEFISR AREAR 5315, 57-68(1993)
2) ETHIETLE. EARRBLENRSMAESR. 1995

3) BEFKERLB. BAk1H 100 5, 1997

4) ELHIE%. BYE{LAE. 5. 807-819(1995)

5) . Slobodnik et al., /. Chromatography A, 750, 227-238(1996)
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PTV-GC %AW =z KEHNBAEOKE RES T~ DBEIG
(Bk) BERUERT ZA%EH

1. i3Loic

EERFICBEPOEENE. BEEDOCRNRTICERE T 2 EXORMMR LD L
DOEEIRLREERZ ST TCNV5, EENHCHRBMEOR LOZOIZERICHRNTH S
BEY, AMEETTRIAEBRICETRERMFAZRIILTNS, ZhbE L DEEMIC
HETHRIEE LT, EHECHMBTH O RBOSRZREENER DLV BELHITON
2o &0 T, MERFERITHIGT 22O OFN O PRMBEE. FLEROHEL L HI
¥v¥E3Y) GC AMOEREADNEEIN TN S, F¥ESZ Y GC ZAWTHERD &5
T2EDICIE. BESEZERELT S, FEEERIDIRBOANEZEATLEND 2
BODAEEHITEIENTEDL.GCORMBEBMICEREMT S IR NET
HEM, NILICAZREBEVDIC LTS THIENS T 2EBKT S EDITEREED
LELZD7 7O —FHRINTNS, FEREFAFEZANWT GC IIBIT2EHEDOEAE
D 105, 100 fEOXKZEATH I L 2AHEL THIE. (RO F ZOMHEZANTH.
IhFERABOSMNAEEL RS, . AMKRL=EL LT PTV (Programmed
Temperature Vaporizer) Z## L zB@AZ 0% 757 GC-17A Ver.3 BIL U BH#
BHEIRNEALE AOC-20i Z W=7V AT AEMEICL D, REWRAEH) VR, A
ERZEEDOABRRNEAEILZAOMOBRELEZRI LEOTRET %0

2. PTV 2 W= KEFEREAL

PTV 2 AWz KBRREAKIZ, A5 2P — MIREERBLE LS ) AT -V
TENAX GC. TAZDOREXZZEDTTL AT L E L. BRPOBEBS DOKREBS % Z2Fk
£L. BWEAMOREDTHS LCBATEHETH D, K 1ICZOBIXEZIRT,

Septum Purge

=
Split Vent‘{_\rf‘_):}J

Carrier Gas
=

Packing
Material

Glass Liner

Target Capillary
Compounds Column
(1)Sample Injection (2)Solvent Elution  (3)Target Compounds Transfer

to the Main Column

1 PTV 2 AWz KEFXREAROBZX



PTV 2 W= AEXRE AKX 3 DDERMIZHIT 2HEHTE 2. mlldFHREAT.PTV
BEZ2ANBEOBAE S CREA2EAT 2, TOMIXT) v MHEERERMBIRE
LTB <o REREADORIZBHBEH T, PTVIBE 2BEOMHAL D 200C~30°CREERWVR
EXT70r/5LRETII L TCHRELYFBHAOBWVEEMRIREADICRIFI N, BEO
ABEIEL. A7V w bRV M D EEHEN S, COBBTTL A S AAKCEEAILEY
DNEMEIN D, BEBIC. KBISOBREFFEHEINHE. X7 v PEEBINS RIECE
BL. BEYICBREIN TV EHALEYE PTV 22ERRT I L CHABRES R, &
WHTLIBITI®E, CO—HOBEIIDVRBIANZEIALTHIFYES VLS L
WTE—INY RDPEDBZEHEL, RERIOI NI T L[ EBNHKD. TORR
BELD OERETCOMTDAGEL R D,

3. E®

3. 1.8

B@HZrOv N5 7 GC-17A Ver.3 (FTD-17, FPD-17c #%) ##A L. #HBKL
FIzBR7OVS LRRAMEA VY varasy b OCI-1T 2ZAWTA 21T/ 2 =0
HBBEAT. BEAFHRHEARE AOC-20i BLUOTZ 27 IVFEAILLDTRY =0 T—
SRR L, BEF -V NHEEE C-R7Aplus F /- BEAX 70~ NS 77— R
5—3 7> CLASS GC10 Z W TT 2> 20

32HA T L, TVAZLBLHERAI=AS L

XYV HDAZIEI&W 5 DB1 0.25mm X 30m d.£.0.25 ¢ m,DB5 0.25mm X 30m
d.£0.25 ¢ m B L U Restek #18 RTX-200 0.25mm X 30m d.£.0.25 u m Z /=,

TVAZLELTHI AL P — MCAEEEREFE S YV Ao —VE RSy 2 Fh S
LAFEAZFTE Lz DEFEA Lz, RIEANICIE Tenax GC, 20%0V-1, 20%0V-17,
20%Dexil300, Shincarbon A 35 X U Carbopack C 2 L/=o

WBEIE I =5 5 A Waters #152 Sep-Pak Plus C18, Sep-Pak DRY B X T Sep-Pak
Silica Zf# A L 7z,

3.3. 5%

BEESORY o — PR LTAVWERSO—EE2E 1 IR Lz, IhbDEFEE
HERITANEHZE TRER). MFEEER D SBEA U Tz o B 72 I BRI IR TEERD
HOBEEEARAE ZEBERLFEEOOTE b nAFY | BRI FIV2ZHAWE,
BEROFERBIE. £9 500~1000 1 g/ml QH—BRFHREFE Lz, 208, 1 BXK
Bz DREIBEREICRD L5 RBEKREAGMEHRHE L



1 FHEX-E
Pesticide Standards

BESL M - <2 &
1 bitertanol vF)g ) —v 29 lenacil [
2 buprofezin T Yy 30 malathion T
3 butamifos 7TH IR 31 mefenacet A7 zFEy b
4 cadusafos XY R 32 mepronil A7B=)
5 chinomethionat ¥ AFFF—b 33 methidathion AFFFE
6 chlorfenvinphos 7oz ¥EYERR | 34 miclobutanil a7y
7 chlorpropham ArN ey N 35 parathion NSFF
8 chlorpyrifos Za)Ve )k 36 | parathion-methyl INSFZ Y AFN
9 chlorpyrifos-methyl | Z7BWVEVERIXAF)V | 37 pendimethalin RYTAAZ Y
10 clofentezine IRz FYy 38 | phenthoate (PAP) Jz¥bxz—}
11 diazinon A T7OI v 39 phosalone AUor
12 dichlofluanid I NNT=R 40 phosmet(PMP) R RAw b
13 dichlorvos (DDVP) /A=01%: 3 41 pirimicarb By Ih-—7
14 diethofencarb ST hTzHANT 42 | pirimiphos-methyl B IRIAFNV
15 dimethoate VA rE—} 43 pretilachlor IVFS o)
16 | edifenphos (EDDP) TF4 7 VKRR 44 propiconazole - FoevarJ—yu
17 EPN EPN 45 prothiofos TOFF KRR
18 esprocarb IRATRANT 46 pyraclofos vZ 70k
19 ethion FF 47 pyridaben By
20 ethoprophos T b 7ORX 48 pyridaphenthion Cy 7 oFF
21 etrimfos T kU LRR 49 pyrifenox BY7z/ 9P R
22 fenarimol 7xF)EN 50 quinalphos ¥FIVHER
23 | fenitrothion (MEP) ZxZboFF 51 salithion v FE
24 fensulfothion 7 Y ANWHKRFA Y 52 tebufenpyrad FITT7xz ESF
25 fenthion Tz vFFY 53 terbufos F VTR
26 flutolanil INVEZ = 54 thiobencarb FARYANVT
27 fosthiazate RRAF7E—b 55 triadimefon MUTFE ARy
28 isofenphos £V 7 xURR 56 triadimenol FOFIRX =)V




4. ERFERBLUEE
4.1. 7V 75 LAAFEF OE

PTVAHS XA V¥ —MZREEY—NVE LRI FAS LHORERERE LTIV
A5 LE L. PIVIZEE L. 7V AT LAOKRER 2127RT,

TENAX GC. 20%0V-1, 20%0V-17. 20%Dexil300, Shincarbon A, Carbopack C %
ZNZNFEEL. 7LV AT L LTRAWE, ZREFNDO 7L A S LIC C8~C28 DEFHKIL
KED n-~FY U EEZFEA L. 60°CTORRFFES & 260°C T ORBLIERNFE 2 LLBRET L
JRERER 2ITR LIz, '

£2 TVATLORFEERS

Trap and Desorption Efficiency of Precolumn

) Trap efficiency Desorption efficiency
~_ Silica

v . Packing Precolumn 60°C 250°C
| Mool ¢ Material TENAX GC cl0< <28
; 20% 0V-1 cl4= <c28
20% 0V-17 Cl4= =(28
20% Dexil 300 Cl4= =28
Shincarbon A C10= =(C22
| Carbopack C €9 = =C14
2 TVvAhAZh Sample : n—paraffin (C8~ C28) / n-hexane

Precolumn

REHDPENTHEANT, BBREDEPBLSRDZEAIH D BITRBREDNED RNFEH
Ak, RVIRE TORFFREHN DBBENMARDNSH o /o FICABRERICHRZ LR T H7H
X EREEDEAMA S LRI IEIBRICASRESISEITREERD. BEEFD
SRR OBRS DS EN D AIRREDH 5 FHBAOHIGIHELNWEEZ 5N %

Bat 2177 o = REA O il TENAX GC 2MREF, ABEDEDNZ AR B R L.
KD EWHREEDLAMCEETEDLEZS5ND,

4.2 KBARRE AR O FRHEAEE B L O PTV YIHEE

PTV Z W= KERRENIHEEADEBDH S XA v — MATORB ORED ST
RS ECERBICEETCH o TRT7 7 77— PTV O (AR BE & akhE
AEETH . BIIEAEEIIANZKBIZEATIHEG. STOoERME2A LIRS
FDIE— B EOBENH oo

KERHEBEARDOGS., BROSAFE LFANOFAREICI+SRERPLETH S,
T3 Uy —RTEENETES L. [ULBAOENDPRBICEARSE I ETA—IV—
70—%BILED, BUESP+HFRTETITHRELHRICIT) v bRV M S HEH
INB 7V =7 2)v— (BRLEDOHE) FICX2ANO DX CTRERTHFI SR &
Nz FAFEEOEICL2EROEFHZX 3 ITR LIz,
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Septum Purge

. S—— —— — —
Split Vent %

Packing
Material

Target
Compounds

Glass liner

K3-A 75 Vv —RE—RBBRWES

—

Septum Purge

Split Vent @

K3-B 75 ¥vy—AtE—RBEBVWES
K3 JFAFEEICLZAROED

SWRENFREREDRVWL S IEETCEARITIZ LT, A—N—70—PT VL1 7
ZAN—EE. WEOAEZT) v bRV ML DHEH L. BERES 2 BEAICRFT 2
EHTERE,

F7-. AMEREZAFXE 31, RRNEROBEAICEDEZ PTV OFIMIRE ORE
DRETCH oo PTV OFEIRENET & 2 L HRPSBENICZILT 23T PTV AEO



EADPREICER L. A—N—70—-2L D BRSO —EHBt T H LIX—=IRY b5
e TLEW, SFEREOBLOBRER TESIERI Lz, SICHEEMET &
% AR O KBS DARD F F A 2 @E T 2 728, TENAX %0783 T3 HES
REFOFHEIELIRD . FICBEAOBREDPBVENBESO TV A 2 2V —DRZ 0 5
BRBEEDH > Jz0 X412 PTVHHHRE QBN X 2 0%EEHZR L=,

} =
Septum Purge

Target
Compounds

Split Vent

4-A PTVHIHIRENET E 2154

—i Septum Purge

| 4 | b
| 4 [

Split \‘/ent

X 4-B PTVAIERBESME T E 254
X4 PTV#IHIREIC X 28 O%H)



ARHE A EE TN A EOHIRE CBEEOSILERE, A7 LAAOER K> TEET
ZRENHD. THOREETCHTOLRINEIRS TV a7 NVEATIHERUERI ST S
CLRFEBCRETH o . BERBAFMIREARKE AOC-200 1372 Yy FEEERE.
H, EED 3BRBICUIbBEISN, BI04 L, 50uL, 2560 u L) U VE—KD
HO. VI UVOBRBIIADRET I UV YHTEEERETELDTHFEIHRNTH
ofze ¥l YV UVOARBEBATREBANEADINT A V2 ay (REEE
A) LD HAEETH > o

4.3.PTV % Bz REFR B AE D B EIFEZ A DG

X 512 GC-FTD 2 FAWTHER ) R FRERAEEK 10 Bl EAW (% 2ppb n-hexane
BW) % 1000 1 L FEATOAHPIZTR T, FEBICKREOHHZEALTNWSIZH 2D
53, E—J LMD IRIEBIHMTCETNSL I L 2HRTHILNHTE S,
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Analytical Conditions of PTV-GC-FTD

Instruments : GC-17A Ver.3 with FTD

Column : DBl 30m X 0.25mm d.f.0.25um

Column oven Temp. : 50°C(4min)—>20°C/min—>160°C—>5°C/min—>280°C

PTV Temp. : 70°C(1min)—>30°C/min—100°C(1min)—>250°C/min—>280°C
Detector : Wide range FTD  Detector Temp. : 280°C  FTD Current : 1pA
Carrier Gas : He 150kPa (2.2ml/min) Hz:2ml/min  Air : 250ml/min
Make-up gas : He 30ml/min

Precolumn : TENAX GC

5 B 10 B EAT (% 2ppb-~FH L EAW) 1000ul FEALZ & B4



B 10 ARG (7% 50ppb n-AFY VAR 2AWTHAREZHMIETTE, E
— VEREEOE LR FHART=, K612 25 u L5 500 4 LIEATOE—7 HBEE{LOE
Bz, X 712250 1 LS 1000 4 LIFEATOE - EHEMEE(LOEREZ Zh2hm
Lizo EARINIC L > CH RIFRERUEDPTONTVWIENERTE %0

3500000
3000000
S 2500000 o diazinon
:3 2000000 A fenitrothion(MEP)
: o chlorpyrifos
5 1500000 A pendimethalin
g 1000000 e prothiophos
500000 = EPN

O L L §)
0 100 200 300 400 500

Injection Volume (1)

6 %% 50ppbm-~\F Y LB OFEARE(M(EZ5~500ul)iZ & 3 ¥— 7 AEEDOEL

6000000

5000000
ig 4000000 odiazinon
—
3 A fenitrothion(MEP)
~ 3000000
§ o chlorpyrifos
-0
e~ 2000000 A pendimethalin
= e prothiophos

1000000

m EPN
O | L it

0 200 400 600 800 1000
Injection Volume (1)

7 % 50ppb/n-~F ¥ L AROEARE(L(250~1000ul)iZ & % ¥ — 7 HEEDO £t



K8ICEARZ 500 u L—EL L, ARBEEZEA-ROGEE L ¥ — 7 HEfEDOR
HERLE, SHEEOELICELTCHRERERUEPEON TV IBEIHERTE S,
25000000

20000000
>
%
. O methylparathion
3 15000000
~ A fenitrothion(MEP)
S
[<b]
= 10000000 O chlorpyrifos
E
A A pendimethalin

5000000

® EPN
0 ] 1 )
0 20 40 60 80 100

Concentration (ppb)
X8 HihEEL oY —2 mHEEOZEL

44.GC 707/ > rDR#Et

PTV O R EISHERBHOBEIC L > TRKEPITHRDZ LD TEDZ, ~NFTY VAR
DHBETILEE T0CRENIHRER D, FARPDRVWBEICIIMEERND, FARDIE
B EBETIRADPBONDILIZE D TV AS AOBRENREREL D DR DE
X ROTULEIREAVPH -0, BEOBAREL D IETEDICRET 2 LENH Oz,
L2 L. PTVHIHIRE2E LAE 2 L EARICEEPBRESL LT LEN, PTV &L=
MEBOENEBHRELRD, £ 7P LNR—=US5 4 U5 BREEMDHEEEIhTLE S,
B EDIZIE. PTV IHIEENEWESICIETES FITEAEREZEEIC LT,
SULEABCRYREHN LR ZHIET 2 LERH 7=,
 ABORRBEEALTH. TEBETANHT ACEBEAALBEDRL L. DS
LT A=V BBRFT A0 HHDORI 7Y w MUIRELRETILEDH S, 2D
XY VFPHROEAZ7OT S LERAKBCRHATSEZ L THEARIC400: 1BELRFGIT) v
MEZBRELTH P—FNVHREBEZEHNTEI DN TE, ‘
Eh7uloae2EARGCHM70T2 0%K TR Uz



my,

Temperature (°C)

280°C PTV Temp.
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Analytical Conditions
Instruments : GC-17A Ver.3 with FPD

.dimethoate Column : DB5 30m X 0.25mm
.terbufos 3 d.£.0.25um
.fenitrothion (MEP) Precolumn : Tenax GC
.chlorpyrifos DET.Temp. : 280°C  (FPD Base)
. fensulfothion 2 COL.Temp. : 50°C(5min)~>20°C/min
.edifenphos (EDDP) —160°C—>5°C/min—>280°C
. EPN PTV.Temp. : 70°C(1min)—>30°C/min
4 —>100°C(1min)->250°C/min—>280°C
5 1 Pressure Prog. : 70kPa(0.1min) —>
50kPa/min—>150kPa
6 Carrier gas : He (Split Ratio :
400:1(3min)—>1:1)
Sample : 100ppt each Pesticides/n-
Hexane
" RN L - " | . Injection volume : 3000uL

Injection method : Multiple Injection
(200puL: X 15times)
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30mL Tea (elution from 0.5g leah - Sep-pak

load to the Sep-pak C18 cartridge <,\:' 1
[ = 8
IDehydrate the Sep-pak C18 cartridge by vacuum . g k
G €ep-pa
Elute by 20mL ethyl acetate/n-hexane(1:1,v/v) after connect DRY
with the Sep-pak C18 cartridge, the Sep-pak DRY and [ ]
the Sep-pak Silica cartridge in series . Sep_pak
IAdd acetone to the elution until total volume reach to 25mL I = Silica
| Inject 200 4z L of solution to PTV-GC-FPDFTD) |
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1.dichlorvos (DDVP) 40 3
2.cadusafos 2
3.diazinon
4.chlorpyrifos-methyl 1 7
5.pirimiphos-methyl 20l
6.chlorpyrifos 5 9
7.parathion-methyl
8.malathion 4 10 15
9.fenitrothion (MEP) 3
10.parathion 2
11.fosthiazate-1 14
12.fosthiazate-2 6 13 1
13.butamifos 6
14.edifenphos (EDDP)
15.EPN 0
16.pyridaphenthion 1112
O .
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1.ethoprophos
2.salithion
3.etrimfos
4.dimethoate
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11.methidathion
12.ethion
13.fensulfothion
14.phosmet (PMP)
15.phosalone

mv,

T

30

13 ZFEHiHwER (B 14 s %in) @ LVI-GC- FPD200uL A TO 247

min

1.clofentezine
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5.pyrifenox Z  100]

6.pyrifenox E
7.dichlofluanid
8.pendimethalin
9. buprofezin
10.pretilachlor
11.mepronil
12.miclobutanil
13.pyridaben

501
14.pyraclofos
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1.chlorpropham
2.pirimicarb
3.chinomethionat
4.triadimefon
5.triadimenol-1 1001
6.triadimenol-2
7.flutolanil
8.tebufenpyrad
9.propiconazole-1
10.propiconazole-2
11.1enacil 1
12.fenarimol
13.mefenacet 501
14.bitertanol
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Instruments :GC-17A Ver.3

Column : Rtx-200 30m X 0.25mm d.f.0.25um Precolumn : Tenax GC
COL.Temp. : 50°C(5min)—>20°C/min->180°C—>2°C/min—>210°C—>20°C/min—>280°C
PTV.Temp. : 60°C(Amin)—>40°C_/min—>100°C(1min)—>250°C /min—>280°C
Carrier gas : He (Split Ratio : 400:1(3min)—>1:5)

Injection method : Multiple Injection (100uL X 2times)
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O-xylene 12.588 12878 12621
n-propylbenzene 18.360 18.724 13.376
a-methyistyrene™ 17.778 18.009 17.776
Phenylacetylene 18.806 18.081 18.766
4 methyistyrene 20248 20668 20.242
Benzaldehyde 24.087 24876 24.028
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e A B
ftam 18.2 pel 14.7pel 7.9 pal
Ethyiberzene 10815 7992 10.338
P-xylene 10.620 8230 10.642
M-xylene 10.569 842 10.890
\-propylbenzene 12088 0341 12058
O-xylene 12613 9.793 12,630
npropylbenzene 13.492 10.481 13.508
smethylstyrene= 18276 1221 18.267
Phenylacetylene 19.406 16.101 19.389
& methyistyrene 21.008 16354 20.987
Berzaldehyde 25.475 19.79 25.415
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** Adjusted GC/MS retention times. Values were all 5.00 min longer
due to initial hold used for large volume injection.




L& D



ERAZI0YNST BERREAYZT L
GC-1 TA Ver.3/ AOC-20~>U—Z‘

PTVTOXEHFEA [CHRISHEEZIERL THASE
® 10uLLL EOXBEELEADEIRTY . SRSV U —FATRBEN,
BRARSERRNICHS ANBATEET DS, HERS ORBESH
DETBEICIED T,
OLHICABEHBRERI GV Y — NNICASYTENFTOT,I—
WAV NS WEICEAN DS LBHIEUIK L XY FF Y ZADERTT

1509001

SPEEENE

)L REZE £500ppt n-Hexane i&%&
300041 (20041 X 15 times) Injection

1. dimethoate
2. terbufos

3. fenitrothion (MEP) 5
4. chlorpyrifos 4

5. fensulfothion 2
6. edifenphos (EDDP) \
7.EPN N

%
f
=

140
160
180
200
- 220
200
260
280
200

Analytical Conditions Pressure Program : 50kPa—50kPa/min—150kPa
GC-17A Ver.3 Detector : FPD-17 Base Temp. 286'C ~ #
Column :DBI 30m X 0.25mm Precolumn : Tenax TA

Injection Method : Multiple Injection 3000 1(200 1 X 15 times) Injection
Column Temp. : 50°C(Smin)~+20°C/min—160°C—5°C/min—280°C
PTV Temp.  : 70°C(Imin)—30°C/min—>100°C(1min)—250"C/min—>280°C
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