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ITRMFT - IBEAFEMLEH)E, KLHPO K
U KH:PO: iZ MR B (A MELIREW) %
5/ L7, Sep-Pak Plus Sihica it Waters &t
HObDOEGFHEHL -

fRETW 105 g @ KHPO. & 61 g O
KH.PO. &2 KIZEH»L, 1 NO HCFE =it
NaOH T pH 7 ICEABIL T, KZ2MZ T
1000 mL & L 7.

BREEAES WHRMELX®W, BFIEIL2
@), FoXeRIEK T EMW 3723 Riedel-de Haen
HEORERERARARELZRAVWE £ 1
CRIMICAWEREEZRLE 2B, TAY
INTH GC EABFIERIISBERTIED
SEHEHELL

BESERM SREEBRE~T V>
THEREBLTBRLIIWEBESIZIZITESLE
TAOBROT R THBEE~XY THR
LT) 1 mg/mL ORECHMLARE0
CHZRFL:

BESERE TREEEREELY, 7
Eho®2MEZTI0 pgml (FEFIFUR, 7
7 x—h FTATINT, ATFaCH L, A
Talt o REH, 1S~raFS R
W2, BTEER—N, AFIRTH A, S3ILF
A BRUBTaREDAT (X 50 pg/ml, AF
FINE 100 pg/mL) OBEICHBML, H3E
B30 CHIREFELE

2 EEPBLOCBESYE

GC-MS  Aglent Technologies - 8 A 271
< 57 HP6890 (# — k¥ 75— HPT683
1) RO E B E & o4 3 HP5973 % £ A
L &7, #ALKRBEH A (FE 9999 %)%
MmAEIT B WA PTV & A 0O ( Agilent
Technologies # $) % B L 7=

GC 774 J&W Scentfic it D F v
D—#45 . DB-Sms( % 025 mm, K& 30
m, BEE 025 um) H—FHhZ262 LT
FEMALFFEF)—HF 0 (RE 025 mm,
&2 m, Aglent Technologies ) & H:§t

GC-MS £ rS o 277 —SA40E
300 °C, /A JRIBE 220 °C, ME®IBE
150 C, ¥¥V¥—HA He, ¥¥ V) ¥—H
ZAREAZ70SShH EHEBBT—F(HFEHZE 11
mL/mm), 44 {EBE 70 eV (EIE —1}),
rrrzhureNFTIAVERE 2800 V, I
EE—F SIM (selected ton monitonng)E® —
F(EZF—AF TR 18H).

GPC # > 1 CLNpak EV 2000 [ CLNpak
EV-2000(20 mm 1d X 300 mm){Z CLNpak
EV-G(20 mm 1d X 100 mm) Z &, BM
BIL], A543 FO—5— SCL-10A

(B@RYER), 72 2>a>aL s ¥
— FRC-10A( B @ERT), A — b1 Y
=7 & — SIL-10A (@ EMEHR), K7
LC-6A ( B@BEPT), 15 LWE 40°C,
#RE S0 mL/mn, BEH 7L/’
og~AFHr (1 4), AR 40 mL, 4
HEH 60~ 18 mL (FZ2VFbFD oD
BREBBAIPS NI ISIT—NVOBEED
RTT2ETTCOEH).

3 ALY
1)Z27V w ML ZA(SLL)EA
A—7RBEFEHE 50°C(1 mn)-> 25
*C/mm —> 125 °C— 10 °C/mun = 300 °‘C (85
min)
AAO®E 250°C
AAOS A F— AEMHACNEERAS
YINTF—=—=F 4 F—(54F—HIZIF
YO VMBLERRY -V EDRRIE)
FwAR 2ul
2)PTV-LVI &
BEFRBEER2ICRLE.



4. B4 o A

MDD LERABHEFES S ILED
L, Z020gk e Hh P PF=F VI 50mL
EMZCBIARESFA X LEOERE
A@LE. FEFZMY N30 mLTHRE
ZRVWHBEMABICEDE . MW
EAZAVY) U —-BL7EINZMNY N
T10mLE LS HohLULHY L BERH
WI0mL XU NaCl 10 g Z AN WA D
TP M) IVHEHE 50 mL (HH
10 gHY) 2B LISRMEES®E, 104
B LB LEKBERVWE 71
ZMINVBEEK NaSO« A7 L & B S
BTHRAL, BHBERD>EELEEL
= BREBBETRNUIANFYY (11) B
AWTEERAECLIYABR L T4mL &
L, &028(3000 rppm, 5 mun) L7z, L@
W2 oL (HHs gHY) 2Ho6h L7
EhI/AFHS (11) 10 mLTE%LE
Sep-Pak Plus SihcaiC EA L, AZ AIET
ThUAFHL(11)20mL CTHHBLE
BHEOCAEEBEL-OLEEWICT
b2 mLEMITEBRLE (KB 25
g/mL) .

5. Bt A RE P M o R B
1)SLL & A H

OAEFERM (BH STD) BEE
BEREGEZTFTE b AFY (1 1)TCHER
LT025 pgml (7TEFIFIK, 77 =
—M TAHINT AT ald s, AT
R, 412 ~raFV—rAREH
2, 07 FR—N, AFIR T+ A, NILFHF
SBROGTa A "TEAIALTIE 125 pgmL , £
FHINIE 25 pg/mL ) LT

@ Py I AGNEESRHE ()
v 7 X STD) HHMBHEOAREER
[ EW ST TRELES, 4% STD
TEBRL:-

@b 227S5Sr2@EM (b
v 27 2 BLK) #WHMHwE2ZOEFH
W=
2)PTV-LVI A

SILEDFEARD 2 uLTehHh 230l L
TPIVILVIK TR 1255 8D 25 pL %
AT2 Z0E®H, FATHhLIHEH= b
Vv P ZABERLICTZEHUTOLS

7t M rinFH (1
L.
OBEHFEA® (K% STD) SLL ZA
BOBESID 7R b/ AFY (0 1)
THR LT002 pgmL (7EFZIFYF,
TET7x—bk, TAVALNT, £T7a3 %,
A7 g R B, (i~rafFS—0
KRB 2, BTIHR—N, AFIFTF X,
SFPFAFLRERTaRE HATiE 01
ug/mbL , A X4 I AT 02 pug/mL) L1
@7 bV I XEMBESRHE (=Y
w7 2 STD) SLLEAMAOR FY v X
SID% 7FEbryi~xzH(1 1)T 125
FEHERL:

@ w2 RTS 78 (Y
w7 A BLK) #HEMUEEZTE b/
FH (1 DT 125@EHFWL .

DT 125 EFH T

6. 1 A JB & B U ¥l 5 &
TREFULEFABETCEK STD (&£
BEABURUTED), b ) v 7 X BLK
BUPMY w2 STD #BFALRE FA
FIiCHEAAQAZSA F—EHLLWEDICHR
ML, —FASLD%E%E% 20 cm
Wil FHEIZEND 3 pEAROE
Eovr—rmBoEyHizBWT, b
Dw 2 ZSTDICHTHAH STD DEKL
ZROTIT-~=. 28, ® MY w7 XBLK
DREPSTEYE -V BE SR EBEIC
X, COHEBE~YMY v X STD O HK
PoELIIVWE

A s

BRSTD - #FRLRW
BYSTD (B AEL) -1
BMUSTD(EBEAEL)-2
EHLSTD (R A L) -3
<k 7 ABLK
=k 2 ZBLK
kY 7 ASTD-1
BHSTD(EBEAEY) 1
k) 7 ASTD-2

B STD (RBEATY) -2
+hJ 2 ASTD-3
BRSTD(RBEAHY)-3

e~ T Y LU S

CHAEREUCELR
SLL Y AR PTV-LVI 2Bt 5~
P w7 REBICOWTHET S DI,



M)W IZZASIDOY—2HEEE 100 &
LEROBEE STD D ML % SLLE AR
U PTV-LVI DWW Tk Z0OE, &
BEAOHREME T H2-DICREBAEA
HLURUEBRBIAFTHOBEIIODVWTEH
MEZ2HEBLE R~ 161CB3E%0D
HEGBCHE~oBEoERETLE K
ITEEEOEEHBOEYHEZ I LOT
w~ L=
FRERZBE (M 11) ¢, 883
ABLOBE, SLLAEAETOERLIZ,
BT R-NVERTFHBHELEZEBETIWL
THHEH 80%E/hE <, TPV w o2
BRERENE. Chicx LT, PTV-LVI
T SLL EZAETRONES >
Vw2 ZAFMBICL DL AR 20N
Roend, HRELIE 100 ~ 1152 @AHE
WINEL, TP w2 2RERIFIZL
ol BBEAFLOHAICIE, SLL
FEAETOHEBLLLE, A7 2RV RY
Fr T UEBRENBSBERD, B STD
DE—V7HBOABRDDNMNES o2 0D
D, ThV I RABRIPBES hi=
PTV-LVI % i, SLLEAEZ LD B = b
Vw2 ZXSTD EABSTD D — 7 EK
EPHAINVLEHEBREAZT>TH SLL
AAZLD bHBELMET NS Lo A
THF—NE SLL AT, BB AE
LeHBY 25%LEgIc/ha <, B
FAZT>TH 9%F T LHrBEZTH
ol THICH LT PTV-LVI ¥ T,
BBAANEBLTYM%, HHTIN0%RERD,
SLLFAZELDIABZE STD LMY v s
A STD L DROHEBEL/NE o H
THR=)NVIE GCEARBICART I L
PHSHATEY, GCAERBOZIBE T
2IIWRZEILIHEBETHL. F010,
BHRESTDE~Y MY w2 X STD M OHEME
TEIABOSBOELLDZ DEEDN
5 PE-T, SLLEATIIE, B STD b
EX M) IR STDRETHTI K-
OHRMENXKERRIOIH LT,
PTV-LVI & T EIZTIER U oMK L
RRZZEHREBIN:
YLAo4 FREE (K 12) T&, &
BMEABELUOBES, SLL FE AL T HM
D 0%kEOLONEL, WIhs<
P ABMBARESNE — A,

PTV-LVI ¥ TR ERMMEIE 90 ~ 117% & &
D, M) w 2 AHREZIFIZS OS2,
BRBIAELOOBAEICIE, SLL ¥ A%iZ
R 84 ~ 98%L b, AHIERRE
BKOBSLABICT P Y I IHENE
EXxh=D, gl STDOVY—7EBOA
BHRHh&Ehof PTVLVI & CTOEM
iz 92 ~ 10M%L 5 b, BBIFAILLS
HRILLOEIIRS o0, BE
GFAELOBALDIBEICAHK STD & <
P w2 X STD COHEBMEXNET RS
7=
A—NA—PREB¥E (K 1-3) TR, =
FHINRTITONEANLTERSE, &
BMAEAELOSA, WRILD SLL A%
Tiz 64 ~87%THH>=DITH L, PTV-LVI
BT 84 ~ 114% & 2 b, PTV-LVI 50D
AT RV v P ABREZTICI P
I, BBAEAESLOBSGOEBELE,
SLL ¥ A Tid 82 ~ 98%, PTV-LVI ¥ T
299~ 109% & 2h, MYy IHR
MBEEZhE AXFYINVEKRUTToONRE
ANTTE, MO —1 A - REEE
REHEBFIAOFRICEDS T SLL &
ABOABT P ) v 2 2ABBREERZTICL
ol OB —A—MREBEEKLED
HRER->HHREOHMIZIO>DOWTEIFRHT
HHED, AXVINRUNTONETANT
i GC EFARICHE - REIFEBICES
hRTWEETHIIEDN—HEEDR
5

Al CREX (M 14) TR, 83
AELOBE, SLLEAEOEBILIE/Y
TRFFAUERIIFZLAEDRET 80%
FKehh2r ) v 2HBHERSNE
BicAY I FFITIIEBELED 53% &
h, B STD OHEBEI~ +) v ¥ X STD
D% 12 LIEFBITHE L, RERr<T MY
wOZZAMBEANhE ZhiEXdLT
PTV-LVI 5 O ERLIT, 72 ANVFF
T ERE 8 ~ 114% b, T PU W
A EBLVAR L ZO0EMMARS N
BEE, AFYI AP I70NEIR
FhirtchHholkh HLOEBEETEITLH
Vw2 ZA0EEEZTRVWD, TLA®
PP RACEBLAR L ADETHRA
bh7 EREAEfT->RZHA, SLL &
AEOHBEZITEAED %L LER

_.34.._



bbb 7 XHMEHFHIEZX N
PTV-LVI ¥ Tl 89 ~ 107% & &9, ¥ b
DwZRICLBLVAFR L A0OMMO AR
STETHMEXN, HicBHE STD & 7
FY w2 X STD DHBEPNE -
7=

EHERREE (K15) bAH) VR
BErARzEmERL, BRIEAEL
DWE, SLLEFEAETIEI-BOBRERRK
TPV I XHBICLD 20 Lo L
AR AWMHBPRSENE PTVLVI % T
B, b w2 b L AR ZHIY
M3z, BEEPEVEOH IV L
ARADVETTI2DDNHH, v U
YHIRAERTEIVABR L AOELITEE
KEo2T—HTRAa>Po EBIEAE
To~BAKCE, SLL 3 AT @RI
ELDBET 0Ltz w2
APEDPGIESHE. PTV-LVI kT &
MEACIDIBEALYDOBETLD AR
STD 2 rY w2 X STD OEBEMNNZ

KLY, VARYZOMMOHR S §K
TafiEanz EEL, 7IFZ X

SLL A RY PIVLVI EOWT O A
ETCHHRE STD OB E—7HBAMKE
CBEBAACL > T HFNBEEHE D
o7
ZOfOEE (K 1-6) iC>WTHMHO
BEIRIZ, SLLEAED A H PTV-LVI
EELOT MDY RMBEZT, HEY
—~OREBTHEHHEIEPKEL R EDA
FEVEBREBBIEAICLDBEDRY
Emahi

17 cEBEoERBICARLOT
WA 3T &HTRLE. EEBEFARLD
Be, SL(LEAETE @RIEDPVWTNh S
B0%EKWE (M~ bhYw2 R STDHEB
it STD IS LT 20%0 FERIBKEL)
b, TPV 2 2HREET -
PTV-LVI &% Cid, mRLZ 96 ~ 106%T
H»Y, SLLEAETRONA AL SR KE
e bDw Il RICELB3 VAR AN
HagixEohihoiz BEBIAARTS
T EIZL D SLLE AL TIIHEALLD 89 ~
1%L b, T r ) v I ABHBHIAMIE X
hi=h, - 10%22E~< M) v I X STD
DAFDPHRMPRELBEDHRIFT+4T
ol PIV-LVI £ TlE, BEFALCL

__35.._

h, VAFELCOEETHMENKEL
Rol-ZFOMMOBELR LERBLEZ 98
~ 103%THb, HBENLD 1005k
KRbEIZEESID 22 MY v STD
OHBEHSED L.

D. & &

) PTV-LVI¥k{Z SLLEAKR L D, BE STD
Y Vw2 STD LOHBENNXL
TRPIVvIABBRERZITCLS Do

2) SLL F AT, EBFARLDRER
HWEHRVPBOHENED, TOBRETDH
PTV-LVI L b2 ) w7 X STD OB
RMEVPKEDPo-

3) PTVLVI i i BW T EBIEAET-
ADL OB STD LMY w2y X STD
FOHEHBEPRLRIBEHREIER SN
7=

4) PTV-LVI i ¥+ ¥ 5V — GC PEK
BWT, SLILEAEZLDBFABT MY v
DAODEEEZTICIL W Ebhok
PTVILVI R ZH WA Z &tk b, B
gt LTHABRABBOHBEHROE
MHAEARND LI, ERICAE STD %
AWwhEBaTsHABTMPIVvIZADORE
EWMATCLIDERMBRERMAIGEERD,
SBEORLESHFETCES

E 3% R

)D R Erney et
matnx-induced chromatographic
enhancement of organophosphorus pesticides
during open tubular column éas chromatography
with splitless or hot on-column imjection and
flame photometric detection J Chromatogr , 638,
57-63(1993)

2)} L Bemal et al, Matnx effects mn the
determination of acaricides and fungicides 1n must
by gas chromatography with electron-capture and
mitrogen-phosphorus detection J Chromatogr A,
778, 111-117( 1997)

3)J Hajslova et al, Mainx-induced effects a
cntical pomnt 1n the gas chromatographic analysis
of pesticide residues J Chromatogr A, 800,
283-295( 1998)

4)Minstry of agnculture fisheries and Food
"Quality control for pesticide residues analysis
Second edition * { 1996}

al, Explanation of the
response



1 BEORFEROERUVERAAA  (n/2)

Pesticades Voo Pestiades vomk
(mm)  (aow) {mm) _{amu)

O1ganochlonne pestiades {17) Qurbamate pestiades (17)

Aldnn 1572 2608 Aldicarb® 47T 1150
alpha- BHC 1283 2189 Beodiocarb 1243 1510
beta BHC 1334 2189 Butylan 975 146 0
gmms BHC 1409 2189 Carbaryl 1493 1150
del1a-BHC 1352 2189 Chlorpropbam 1229 2130
Captafol 192 790 Dietholencat 1560 1510
Capan 1664 790 EPTC 856 860
Chlorobenzilste 1818 2509 Esprocarb 1546 221
pp DDD 1836 2350 Cthiofencarb 1437 107§
pp DDE 1756 2459 Fenobucarb 1172 1210
o,p DDT 1841 29 Isoprocarb 1095 1210
pp DDT 1307 2349 Mahiocarb 1532 1650
Dhcafol 2020 510 Oxamyl 1089 720
pcBp? 1592 1%0 Prumicath 14.18 1661
Deldnn 1771 2628 Propamocarb 964 80
Endnn 1811  262.8 Propoxur 1174 1100
Heptachlor 1500 2017 Thiobeneart 1564 1001
Hepaehlor epoxide 1647 23528 Qther pesticides (3)

Pyretroid pestiades (13) Benfuresate 1452 1630
Acrmathnn 2104 180 Dimmethpan 1333 541
Cylluthna 23 260 Methoprene 1670 1110
Cyhalothrin 2089 1970

267 1629
Deltamettnn 2454 1810
Elofenprax 2293 1630
Fenvalerae 2358 1670
Rucythzinate 274 1990
Fluvalimate 2377 2300
Halfenprox 2267 252.9
Permethnn 21385 1830
Suafluofen 2308 230
Tefluthnn 1394 1770

1) The decomposinon produat of dinfol 4.4°-dichlorobenzophenane.

2) The decomponruon pr -duct was measured
Pesticades Looms Pesucsdzs boomh

(min) (aoms) (mm) {amw)

Organophosphorus pesticades (44) Organoauwogen pesticides (37)
Acepinte 985 1360 Aceamipnd 1585 1260
Azmphos-ethyl 2128 1600 Amitraz 2088 2932
Azmphos-methyl 07 1600 Benataxyl 1879 1481
Bromophas-ethyt 1683 3028 Batertapol 2168 1701
Butamifos 1716 2860 Chuncmethionat 1696 2339
Cadusafos 1262 1589 Cyproconazole 1799 2220
(E)-Chtorfenvinphos 1622 2669 Dichiofuamd 1544 219
(Z)-Chorfenvmphos 1643 2669 Diyfenoconazole 424 30
Chlorpyrifos 1559 1%8¢ Fenarimol 2115 1389
Chilorpyrufos-methyl 1456 2859 Fluxi)szole 1765 2330
Daancn 1368 1791 Flutolani 1729 1730
Dhchlorvos 715 1090 [mibenconazole 2594 1250
Drmethoate 1308 870 Imibenconazole Met 1 ¥ 877 160%
(Z) Dinetbylvinphos 1564 2949 Imibenconazole Mer.2 1774 2350
Doxabenzolos 1247 2159 Iprodione 1977 3139
Desulfoton 13.94 880 Iprodwne metabolite 2044 1858
Edifenphos 1893 G0 Lenacil 1901 15330
EPN 1997 1800 Melenscet 2045 1920
Btucn 1833 1529 Meprondl 135 1191
Ethopropbes 1206 1579 Metctachior 1536 1621
Etnmfos 1402 2020 Metribuzin 1467 1580
Fenitrothuon 132 2770 Myclobutanil 1762 1790
Fensulfolhion 1822 X0 Pactobutmazol 1702 2360
Fentuon 1558 20 Pendimethalin 1623 2521
Fosthiazate 1612 19 PretRachior 1740 381
Isofenphos 1641 2130 Propicomzole 1902 1749
Isofenphos oxon 1577 2289 Pyndaben 2190 1471
Malaoxon 1470 1270 {E) Pyrfenox 1693 2619
Malathkion 1545 1731 {Z) Pyrifenox 1543 2619
Metlamydophos 767 94.0 Pynoudifen 2335 180
Megudatiuon 1685 1449 Pyriproxyten 2075 1360
fPaption 1375 20 Tebuconazole 1932 1250
Pantnon oictbyl 1480 2629 Tebufenpyrad 2021 331
Phenthoate 165 2739 Thenylchlor 1923 1270
Phoszione 2060 1319 Tradimefon 1580 3571
Phosmet 1994 16800 Tradmenol 1665 11x1
Pinmiphes roethyl 1520 2900 Tneyclazole 17352 188%
Prothwalos 1739 XRO
Pynadofos 2140 3600
Quinalphos 16.57 1460
Terbufes 1358 110
Thiometon 125 880
Tolclofos-mebiyl 1482 2549
Vamdotuon 17001450

1) imibenconazele Met 1 2.4-Dnchlogoaniline

Z) Inib te Met.2- tmib des benzyl 1ype



#2 PTV-LVI &F

Imection solvent
Inlet Liner
Syninge size
Injection volume
Injection mode
Imjection speed
Imjection delay
Venting temperature
Vent flow rate
Venting time
Injection ramp rate
Transfer temperature
Transfer ime

PTV

program

1nlet

Vent pressure
Purge flow to spht vent

Column head pressure

temperature

1, viv)

mulubaffle liner {deactivated)

10 pL

25 uL (5 uL X 5)

solvent vent

hgh

0 sec

10 °C

50 mL/mun

0 44 min

720 °C/min

300 °C

116 mun

10 °C(0 44 min)—> 720 °C/min = 300 °C (hold)

0 ps1 for 0 44 mun

50 mL/mun at 2 mun

0 ps1 {044 min)—=>98 pst (constant flow at 1 mL/min)
50°C(2 mm)—> 25 °C/mm = 125 °C—> 10 °C/mn > 300 °C(7 5

acetone hexane (1

Oven temperature program min)
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