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618V OMAEGDOEERF L, KISEMEKIZE 4, X
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S5, VT Ly A UTH A NPCRIERTT
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X7V E DI T D728, LightCycler 2.0 DFRED —> T
& % Color Compensation Analysis (UL F TCCAJ &9 ,)
i L7,

£1 EBISAT—RUTO—TDIEEERS|
To43—% EiE EZEMRF EEART 5 & Xk
Cj-F hoEa S a— 5 CTG CTT AAC ACA AGT TGA GTA GG 3’
Ci-R Srae 16SrRNA 5 TTC CTT AGG TAC CGT CAG AA 3’ 1
Cj~Probe 5 TGT CAT CCT CCA CGC GGC GTT GCT GC 3’
Sal-F 5" GCG TTC TGA ACC TTT GGT AAT AA 3’
Sal-R HILERSER invA 5 CGT TCG GGC AAT TCG TTA 3’ 2
Sal-Probe 5" TGG CGG TGG GTT TTG TTG TCT TCT 3’
Vp-F 5 GTA RAG GTC TCT GAC TTT TGG AC 3’
Vp-R BmxETA tdh 5 CTA CAG AAT YAT AGG AAT GTT GAA G 3’ 3
Vp—Probe 5' ATT TTA CGA ACA CAG CAG AAT GA 3
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1TRIETEEDY 7ILE A L PCR RIG &AL

hoERNGE—Dxoaz HIERTEE BaEITVA
HES BE () HES BE () HES BE ()
Premix Ex Taq 10 Premix Ex Taq 10 Premix Ex Taq 10
Cj-F(10uM) 0.5 Sal-F(10uM) 1 thd-F(20uM) 04
Gji-R(10uM) 0.5 Sal-R(10uM) 1 tdh-R(20uM) 04
GCj-FAM(10uM) 0.5 Sal-FAM (10uM) 04 tdh—FAM (20puM) 0.2
DW 6.5 DW 5.6 DW 4
sub-total 18 sub—total 18 sub-total 15
DNA 2 DNA 2 DNA 5
total 20 total 20 total 20
HEQNGE—Dxa= HILERTEE BERETUA
HES BE () HES BE () HES BE ()
Premix Ex Taq 10 Premix Ex Taq 10 Premix Ex Taq 10
Cj-F(10uM) 0.5 Sal-F (10uM) 1 tdh—-F (20uM) 04
Gj-R(10uM) 0.5 Sal-R(10uM) 1 tdh—R(20uM) 04
Gj—Pulsar650 (10uM) 1| Sal-Pulsar650 (10uM) 0.4| tdn—Pulsar650(20uM) 0.4
DW 6 DW 5.6 DW 3.8
sub—total 18 sub—total 18 sub—total 15
DNA 2 DNA 2 DNA 5
total 20 total 20 total 20
3 1RIG1THEEDY 7ILE A LPRRIGES
HEANGE—T1a= HYILERSEE faREJUA

pre—incubate 95°C 30s pre—incubate 94°C 60s pre—incubate 95°C 30s
PCR 95°C 15s PCR 94°C O0s PCR 94°C 20s
(40cycle) 58°C 60s (40cycle) 60°C 20s (506ycle) 58°C 20s
vel®l 92°c 30s
cooling 40°C  30s cooling 40°C  30s cooling 40°C  30s
£4 1 RIC2EBRIBERIV—Z0 T ORISEER

Cj(FAM) —Sal (Pulsar650) Sal (FAM) —Cj(Pulsar650) Vp (FAM) —Cj(Pulsar650)
HESL a2 (W) HEA a2 (W) HES &)
Premix Ex Taq 10 Premix Ex Taq 10 Premix Ex Taq 10
Gi-F (10M) 05 Sal-F (10M) 1 thd-F (20M) 0.4
Ci-R(10uM) 05 Sal-R(10pM) 1 tdh-R(201M) 04
Gi-FAM(10M) 05 Sal-FAM (10uM) 0.4 tdh-FAM (20uM) 0.2
Sal-F (10uM) i Gi-F (10M) 05 Gi-F (10uM) 05
Sal-R(10uM) 1 Gi-R(10uM) 05 Gj-R(10uM) 05
Sal-Pulsar650 (10puM) 0.4 Cj—Pulsar650 (10puM) 1 Cj—Pulsar650 (10uM) 1
DW 4.1 DW 3.6 DW 5
sub—total 18 sub—total 18 sub—total 18
DNA 2 DNA 2 DNA 2
total 20 total 20 total 20

Cj(FAM)-Vp(Pulsar650)

Sal (FAM) -Vp(Pulsar650)

Vp (FAM) —Sal(Pulsar650)

HESL BE W) HESL BE (W) HESL BE W)
Premix Ex Taq 10 Premix Ex Taq 10 Premix Ex Taq 10
Cj-F(10pM) 0.5 Sal-F(10puM) 1 tdh—-F (20uM) 0.4
Cj-R(10uM) 0.5 Sal-R(10uM) 1 tdh-R(20uM) 04
Cj-FAM(10uM) 0.5 Sal-FAM(10pM) 04 tdh—-FAM (20uM) 0.2
tdh—F (20uM) 04 tdh—F (20uM) 0.4 Sal-F(10uM) 1
tdh-R(20uM) 04 tdh-R(20uM) 04 Sal-R(10uM) 1
tdh—Pulsar650 (20puM) 0.4| tdh—Pulsar650(20uM) 0.4| Sal-Pulsar650 (10uM) 0.4
DW 5.3 DW 44 DW 4.6

sub-total 18 sub—total 18 sub-total 18

DNA 2 DNA 2 DNA 2

total 20 total 20 total 20
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Amplification Curves
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3) BHMTA VL7 T L-GC/NS 12 & BEH P REERRSEDEE

E:3

HHERE A 5h

=
=]

JEIRAF R OMEHEE IO, Bk (AARZE, AR—Y KU 7 KO
T3 — B SR O GE S TIE DB R BT T, A4 Y L T
L-GC/MS I L0 T 21TV, FREEL LTHARIZGC I =07 4, AR
—Y RU 71X SAX/PSA 2 =Hh T A, T /La—/LEEHE GC/SAX/PSA 2 =
T L Uz, 3K 369 B 7 1T DWW THEEE~ D U INEIGER 21T - 72 /5 5,
317~348 [T DN T REF BN (70~120%, RSD<15%) MfFbhiz, K
B, BIREAFFIC BT 2GR 2R L CIER A 2 e LT

b ENHELMNERST,

*F—T—F: BHAMTA VI LN S L, GC/MS,

IEC&HIZ

BIITHTICAFTED(EWETHY, PR
B2 SIRAT 2R ACHF A RES M TRAEL, 2
NHEBRLEZ LK REBEHFEENRRESINTND
I OB OFRKEY & HE ORI,
SHICHREEBIET 5 720121%, BA LIRSS D
HERBENEETHY, TOLDIKIE, D ER
IO D HEOMSLARD BN D,

YRFSEE TIE, A3 FRLHCEIK h ~RBA L7z B 3K
I B kAR L Y. 2, Koy
EEUDREIFOBIEEZ AN A VT Eh T ATk E
EHITRFESHE, ZNE~X Y U= T LR ET
WHEEDZ LIk, GO/MS THIE A EZR A A
AT HETH D,

—J7, BBF~RIEMBAT 2 FHOFRL, ALH
KRBT IR BT, ZER R FIHOBEHI LA TV D,
ZTIT, INETHLNEMAEEIC, S EED
EHZ X D AR FrEOBAILRE B e LT, AR
K, AR=Y KU 7 ROTAa— kR IcEEn
D5y D I % i 5 HI HT9 D FIEORRE Z1T
ST. ONHER, ST A V0T Mk E R
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RS, TnZEEHL GC/MS =AW CTHIET 2 Hik
L, T, EHICIZZBOIHMER DN ER LT
BV, ZThbld, HEofrickeEhBEELRDL, 22
T, RERRMER S ERET LD, SREHCHE L
=T MERERER BN L, BRI, RS
WINEGRERIZ E D IT o7z, —JF, Tz — L EcEHZ
DWTIE, FOxF 7 — VRNV B3RS ]
WRBBDTDENIRERDD O, 2D, Tv
T— VB HTIC W TIE, BBt & ) — LJEEEN
JEEERAEN RIS R IE TR B L PR ONER DD, £
ZC, SRR EIT T SIHEICB W TY, =X ) —
NREDO R DB 2L, ZhbxHnTH
Braqtvy, SBhho 7 7 — L B A IR Rk 4y R R
52 BB\ HONTHE TR,

EEBRAE
1 HHOHAR
R ISR TR, BIAb PR, ROt fds
T#%, Dr. Ehrenstorfer GmbH #, LKT labs Inc.f4 % f
Wiz, T — VIREIZ X D IRy BN
[ZOWTIE, AREKIC=Z 7 —VEMZ, 5, 20 KDY
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SHMTA(VILEHI L

B 77, 5 minE

BH EFETFIL150 me
RiEEE

T /AFHY (31)2 me

GCE=AFL

HILEE FEbo/AXHY

B, 5 minBE

B FFERTF)IL150 me
REEE

T/ AFHY (3:1)2 me

SAX/PSAZ=HT L

BB 7l /AFHY

B, 5 minBiE

B EFEETFIL150 me
b3 A

THErU/AFHY (3:1)2m

GC/SAX/PSAZ=HT L

BB 7l /AFHY

3:1)15 me : :
an (3:1)15m an (3:1)15me an (3:1)15me
B TEh/AFHY B TR /AFYY B Trr/AFYY
- 3:1)20 m¢ - 1)2 - 1)2
g (3:1)20 m e (3:1)20 me s g (3:1)20 me
FTtb1 me Tthki1me Tthki1me
GC/MSHEIE GC/MSIFE GC/MSHIE

E1 B&AZE, AR—YRULIRUTLIA—LEHPREDS T AE

0% DT ) —LEGRBEZER LT, THITHERED
BapH S5O (Juryz2F v (HEERER),
VAULA R (B RBRAL RR), ATV
VBBV VR, T2 ) TANT (=R AA FR),

N TZASY Y (P=krT=U rR)) #REFTE
NEN10pg C'OBEEL 22D Lo ICEmL, kg
AT o 1= WINEIIERER RN, GC/MS T4 &
I 369 A7 D RIEIEEIR AR IR & 2 D O RST BAHR
HTHDZ 2R LIZBARK (XY A MLV), AR
=Y RU 7 ROBER (=& /) —/VIREE © 25%) 12,

REFTZERZEN 10pg O DIRE L 2D XD ITIRIL,
AERE AT o T2,

2 GC/MS RIFE
2.1 HHEDIZ/—ILEERIRBRBERAR
LICRY =X ) — VR 5~40% (7S L7230k 10
ml &% NS A Y v+ H F A (InertSep K-solute, 20 mé,
GL Sciences ) (ZAfFL, 5 oMiRE L7-%, Bigx
Fv 150 mC T L7z, ZhxifmEL, 7'k
U 1iml TEARLT, RBRERE L,

2. 2 AMMEMEHERE R
LIZE- T, ZNENOREHI W CTHRERIFIR
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WAIT o7, Y T AICONTIE, BAKITEER
X%HMEL T GC 2 =47 & [GLPak
CARBOGRAPH (500 mg, GL Sciences )], ZAR—>
R U > 7 i3t bR L% HAY & LT SAX/PSA 2
=% 7 A [InertSep SAX/PSA (500 mg/500 mg, GL
Sciences )], 7L a2 — VEEHI @3 K ORI HEY)
&% B E LT GC/SAX/PSA 2 =% T L (InertSep
GC/SAX/PSA (500 mg/500 mg/500 mg, GL Sciences )]
W,

2. 2 BlIEEH

GC IZ, Agilent f# Agilent7890, MS i%, Agilent
1A Agilent5975, 17 AE Agilent #:84 HP-5MS (£
X 30m, WNEZ025 mm, BFE 025 um) Z#H L7,
HEAMREIX 250CICRE L, EAFEIT VA KA
YUy FLRIBEIC K VT T, AA—T7 VIREIX 80CT
2 SRR FEL, #5y 30CT 180CE THIR L =%, 10
SEREE L7z, S 5105 2°CT00CETHIBEL, £
N B85y 3°C T 280°CE THIEZTTV 10 /MR L
Too A UALIBITETEEA 41k (BD) T, 44
VIRIREE X 230°C, MS PEMEE X 150C & Lz, &
EIL®IA A4 F— F (selected ion monitoring, SIM)
EHWZ, 2B, BMERIT, EERINEUEHE I A
LT~ MY v A BOEREER & AV CERR LT,



1 BHEPIR/ —ILEEDEWVCKDEER S FMEUE (n=3)
I5/—)L IR/—)L IA2/—)L
(5%) (20%) (40%)
. [EUR=, RSD, [EYRE=E, RSD, [EIYNE,  RSD,
- AN %
BERSSE EX % % % % % %
sa)lLJzFEIL iR R 103 4.4 104 0.2 103 3.2
DRIJLAR) ERELROAF R 90 3.8 96 0.3 96 35
BATO/Y VR Y EA 92 0.8 95 41 92 3.1
Jz/ThILT VAR AP & N 83 4.2 92 0.0 89 1.4
cJZILSYYY P22t N m by nll J RN 78 4.6 88 1.7 82 26
HERUEE 3 RBRUERARUVUEERRE

1 BHPIL/ —ILREASRREICEZHEE

T ) —VIRFE NN 7 B BT 6 D B EK R SN
EIUNRBRERIZ OV T, BIRMBIEICEELR 1 ICR
Lz, REORRD 70N T 2F L (HHEER),
TRAANY L (BREVARL RR), ¥AT V)
v BBV VR, 72 ) TINT (=" AA FR)
EORNI ATV (V=brT=UrR) OEDFR
ICONWTHREI P & /) — LR OFEVIC L D (Y
ROREREETARONRD -T2, A1, BatLiz7
AV YT T DR DHIEIZRNTIE, EIEKSE
INRIZHZ DB ¥ ) — VIBE ORI/ E L,
ZONHEE, =& ) —VREORRHZ DTV
—VEREHCHE A ATRE CH D B2 b D,

2 HhnEYLEER

AAK, AR—Y KU 7 KOT v a— LHCEHT
T HEMNENGRBRAE R &2 R 2 1TR Lz, BIERED OR
MENGREBRIZB W CEIREOHEFHEOER L ShD
70~120%, FARMZHENR 2 (5% KM &Mz Lz b ol
BEIKER Y 369 ARATIC OV T HATS 334 Sy, AR—
Y RY 7 348 BRSY, T — LB 317 Y TH
ST, BEOZRHERNCIOWVWTY, FHEESR, ARY
LAaaA KR, AHY VR, I—2A NR72EEEA
WRE O BRSOV TR EIEER Lz, &
BEOMEIHICHOWTIE, AR—Y R 7 I EALE
FOT v 3 —VBCEHE,  EUER A B AT 72 B3R5y A3
enolz, Thbix, Z7u~ T L0E—7KESL
WERREOBEGENFEK T, BAERD 7 o4 0TV
a— VIR O RHER I L DA A AL E R E D~
M) w7 ZAQRIZE->THIERZESNEBLDEEZD
b,
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AROIHTETHOW IR ER O /MR X, GC/MS JIIE
Tlopg U TH D, WRBRIEHIT 10 BRNEE1T O 129,
IheiE, RERETERER L pg R D, S
[\, 7~ b7 T LZBVWTSNE>3 THDLHLOER
IR & L, BEHRR/DMEEICBWTT R ToORIERN
ZSIZOWT S/N >3 &= Liz7=, Z o & & ok
IR 1 pg C'EERBRL Lz, ZoOREE, &
BABICED b AP R RO — /A 10 pg
k' D100 1 ThoH, A, AORFEZER
IBENDRVWEE LTHRESINTMETHY, Zhix
N ELZRATIRIVHDERWVETH D, Lo T
EERBATHS 1 ug 0F, SR oRIRREA %
DIEHEEFRICIST DRIy DR E A B & LT AR Sy
FHEOEERRELE LT, +ORRBETHLLEZZLN
Al

xF & O

EHBAFFELOMBEROD, HALK, AR
— KU > 7 RONT b2 — LB B O S 45 T 1
O EITo T2, ZHMETA Y oL T2 EH WD
GCMS JEIZ I =H 7 2ER AN 2, I 369 AT
DWTHFEITo 7, ZOR/RE, BAK : 334 oy,
AR—=Y KU 7 2348 &4y, T — /L8 317
FRATIZDWT BRAF 72 BIUEE (70~120%, RSD<15%)
NESNT, TERFAIT1pg ! THoT2,

Fo, TOHSPIC K DEEREMITR 2 R & H <,
FETFICRE ZIRA TERIE, Y BOY FITokER
FHEIHIILLARETH D, RELSMT, BEIM
B2 EIRAT 2 FHCHEBAREL, b A B
T5Z LI DREEHRERREINTND, 4,
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x2 RMEUGAERHER (n=3)-1

&2 HMEUGHERFER (n=3)-2

BAR  AR—UFJo0 7 La— LB BAR AR —URUo0 7 La— LR
ElRE RSD [EI4RE RSD [EI4RE RSD EURZE RSD [EYRZE RSD [EIYRFE RSD
2,3,5-Trimethacarb 102 2.6 87 20 112 5.0 Cinmethylin 101 3.3 93 1.0 103 1.7
2,4-Dichloroaniline 102 3.4 72 0.3 85 1.8 Clomazone 100 0.7 96 1.7 110 7.9
2,6—-Dichlorobenzamide 85 5.1 98 4.7 105 1.1 Cumyluron 102 1.7 102 1.8 76 46
2-Phenylphenol 95 1.2 91 20 113 136 Cyanazine 102 0.7 98 49 105 1.1
3,4,5-Trimethacarb 98 0.6 77 45 107 45 Cyanofenphos 91 0.7 89 1.1 100 5.0
Acephate <10 - <10 - <10 -  Cyanophos 101 2.1 93 5.4 99 3.6
Acetamiprid 92 80 101 29 97 2.7 Cycloate 101 1.8 79 25 99 71
Acetochlor 102 1.7 92 34 106 9.1 Cyfluthrin 1 91 6.5 89 71 91 43
Acrinathrin 1 96 42 87 24 91 6.7 Cyfluthrin 2 78 43 85 1.1 94 6.9
Acrinathrin 2 72 1.3 73 39 80 1238 Cyfluthrin 3 82 1.5 86 2.0 99 6.0
Alachlor 98 0.9 94 55 108 2.7 Cyfluthrin 4 89 0.6 93 24 93 7.0
Aldrin 73 1.4 80 1.0 99 0.7 Cyhalofop—butyl 86 1.1 87 15 97 46
Allethrin 1 92 0.8 92 38 102 0.8 Cyhalothrin 1 67 59 85 2.8 93 6.3
Allethrin 2 92 0.7 92 29 99 39 Cyhalothrin 2 80 8.8 96 6.2 93 6.7
Ametryn 98 2.2 94 2.1 112 9.1 Cypermethrin 1 93 5.7 94 39 101 1.6
Aminocarb 100 3.6 80 0.9 103 24 Cypermethrin 2 93 7.2 86 4.2 93 2.8
Amitraz 81 3.7 83 2.2 <10 - Cypermethrin 3 94 8.8 93 5.4 101 7.3
Anilofos 95 1.6 90 40 79 187 Cypermethrin 4 97 6.6 93 2.1 102 3.2
Atrazine 92 1.0 93 34 103 7.0 Cyproconazole 105 43 95 1.5 101 14
Azaconazole 104 3.2 95 1.9 100 4.6 Cyprodinil 89 4.8 97 3.7 <10 -
Azinphos—ethyl 103 04 94 55 88 75 Daimuron <10 - <10 - 102 438
Azinphos—methyl 91 105 91 35 89 10.6 Deltamethrin 1 89 3.0 91 1.9 83 4.7
Azoxystrobin 91 3.2 95 0.7 93 1.6 Deltamethrin 2 78 21 87 5.1 78 52
Benalaxyl 103 2.6 95 1.1 101 43 Desmetryne 80 5.7 98 3.7 63 115
Bendiocarb 79 2.8 Al 1.3 98 3.2 Diazinon 95 25 96 29 104 110
Benfluralin 73 1.0 84 2.1 98 114 Dichlobenil 92 1.1 68 2.1 61 2.8
Benfuracarb <10 - 35 4.6 63 19.6 Dichlofenthion 85 20 86 0.7 105 9.5
Benfuresate 97 4.8 98 26 105 3.2 Dichlofluanid 83 23 75 75 106 7.9
Benoxacor 106 29 98 1.9 103 5.7 Dichloran 101 1.4 97 1.4 99 8.3
Bifenazate 85 129 82 3.0 67 9.6 Dichlorvos 95 58 68 5.1 83 6.3
Bifenox 88 0.4 83 2.8 72 1.8 Diclocymet 1 98 1.5 91 2.1 93 2.0
Bifenthrin 72 2.2 86 23 101 9.0 Diclocymet 2 98 0.2 91 24 96 9.7
Biphenyl 89 3.2 61 3.2 78 3.4 Diclofop—methyl 92 03 85 44 102 6.1
Bitertanol 1 107 32 100 25 106 34 Dicofol 78 1.6 87 1.8 105 5.2
Bitertanol 2 103 3.3 97 24 98 5.6 Dieldrin 89 1.1 88 29 100 5.8
Boscalid 89 25 98 1.8 49 6.1 Diethofencarb 101 1.9 96 1.9 104 10.0
Bromacil 97 2.6 97 34 102 3.5 Difenoconazole 1 91 48 95 1.2 99 3.7
Bromobutide 99 0.6 96 26 103 7.7 Difenoconazole 2 104 3.1 97 25 91 1.3
Bromobutide—des—bromo 99 24 93 1.1 101 55 Difenzoquat <10 - <10 - <10 -
Bromophos 92 2.6 85 25 103 54 Diflubenzuron 74 1.3 93 4.6 <10 -
Bromophos—ethyl 81 0.5 90 3.9 101 6.0 Diflufenican 14 2.9 91 2.2 <10 -
Bromopropylate 89 1.6 84 3.1 101 4.2 Dimepiperate 108 1.9 95 7.4 100 4.1
Bupirimate 92 0.7 97 2.3 96 3.6 Dimethametryn 108 0.8 95 1.7 105 6.3
Buprofezin 97 0.8 92 3.3 99 55 Dimethenamid 100 25 97 08 102 3.0
Butachlor 92 0.9 92 30 104 3.7 Dimethipin 99 1.0 100 3.0 <10 -
Butamifos 90 2.2 90 3.0 91 158 Dimethoate 97 3.0 96 3.6 75 5.6
Butylate 87 3.1 64 34 83 10.0 Dimethomorph 1 90 49 93 6.2 98 3.2
Cadusafos 97 4.3 87 27 104 5.7 Dimethomorph 2 93 3.0 91 8.0 98 40
Cafenstrole 74 264 89 113 97 55 Dimethylvinphos 98 2.7 96 038 107 0.6
Captafol <10 - <10 - <10 - Dioxacarb 1 95 9.2 95 4.1 105 148
Captan 83 55 85 74 <10 - Dioxacarb 2 78 3.2 73 04 94 54
Carbaryl 1 113 2.6 95 23 109 107 Diphenamid 101 1.5 93 45 81 5.1
Carbaryl 2 85 49 1Al 46 100 5.4 Diphenylamine 95 2.0 87 34 105 29
Carbetamide 96 2.6 93 1.2 96 8.4 Disulfoton 26 7.6 77 0.8 63 52
Carbofuran 78 4.3 98 75 98 1.7 Dithiopyr 82 1.9 88 23 103 42
Carbosulfan <10 - <10 - <10 - Edifenphos 93 2.7 89 25 102 6.4
Carboxin 26 6.3 75 1.8 60 47 Endosulfan sulphate 92 6.9 91 3.1 94 144
Carfentrazone—ethyl 96 1.5 86 2.9 96 3.8 Endrin 92 1.9 90 3.3 103 49
Carpropamid 98 1.6 88 3.1 91 1.8 EPN 90 09 84 3.6 81 1.2
Chinomethionat <10 - 40 44 <10 - EPTC 93 2.1 64 2.0 52 3.4
Chlorfenapyr 83 2.2 81 1.2 104 1.6 Esprocarb 92 0.6 90 2.2 103 6.9
Chloridazon 85 54 97 23 97 2.2 Ethiofencarb <10 - <10 - <10 -
Chlormetoxinyl 87 24 83 2.1 103 59 Ethion 85 3.2 87 1.2 99 7.2
Chlornitrofen 84 25 87 0.9 85 1.7 Ethiprole 98 3.2 92 53 94 49
Chlorobenzilate 94 1.4 89 3.1 104 1.5 Ethofumesate 97 1.1 92 14 103 1.1
Chloroneb 93 3.1 86 1.8 107 1.6 Ethoprophos 101 3.2 89 15 109 2.0
Chlorothalonil 90 3.8 93 47 103 6.6 Ethychlozate 102 0.5 75 3.1 101 28
Chlorpropham 100 3.5 95 43 110 6.5 Etobenzanid <10 - 97 43 <10 -
Chlorpyrifos 84 1.4 91 5.9 101 3.2 Etofenprox 73 1.0 87 1.4 95 1.3
Chlorpyrifos—methyl 94 3.2 90 0.2 102 2.9 Etoxazole 84 1.6 90 2.3 99 6.0
Chlorthal-dimethyl 91 2.6 92 29 105 42 Etridiazole 86 3.6 75 2.0 84 71
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®2 HRMEURGHERFER (n=3)-3 ®2 HRMEUGHERFER (n=3)-4

BAR AR —UFJo0 7 La— LB BAR AR —URUo0 7 La— LR
El4R#E RSD [EI4RE RSD [EI4RE RSD EUR3E RSD [EYRE RSD [EIYRE RSD
Etrimfos 100 2.2 91 46 102 4.0 Malathion 99 24 95 3.1 102 1.7
Famoxadone 88 3.0 84 1.1 86 3.9 Mefenacet 99 24 91 1.9 99 2.1
Fenamiphos 74 44 96 11 93 43 Mepanipyrim 31 58 93 29 <10 -
Fenarimol 107 1.6 92 1.0 100 35 Mepronil 100 2.8 96 39 104 3.5
Fenbuconazole 100 4.6 95 1.6 99 4.0 Metalaxyl 99 1.4 95 24 86 9.8
Fenchlorphos 90 05 85 30 105 8.7 Metaldehyde 101 4.6 55 1.2 90 6.5
Fenhexamid <10 - <10 - <10 - Methabenzthiazuron 73 25 99 44 110 9.6
Fenitrothion 99 0.6 94 33 102 8.8 Methacrifos 99 0.5 83 1.8 106 105
Fenobucarb 101 1.8 77 15 106 49 Methamidophos 49 3.5 77 22 <10 -
Fenothiocarb 99 1.1 97 2.7 95 15.8 Methidathion 107 3.9 99 2.5 55 157
Fenoxanil 1 101 1.9 90 46 101 1.4 Methiocarb 89 3.7 70 6.1 <10 -
Fenoxanil 2 98 0.9 89 1.5 100 1.6 Methoprene 84 1.5 90 44 103 6.3
Fenoxaprop—ethyl 82 2.8 93 3.2 <10 = Methoprotryne 105 1.0 98 2.8 99 22
Fenpropathrin 76 1.5 82 25 100 7.2 Methoxychlor 81 0.9 87 24 99 3.2
Fenpropimorph 84 1.9 95 24 109 8.9 Methyldymron 111 49 100 40 101 1.7
Fensulfothion 105 09 102 1.6 89 3.7 Metolachlor 101 1.2 97 43 107 25
Fenthion 76 4.1 91 22 102 9.0 Metolcarb 95 1.7 79 29 <10 -
Fenvalerate 1 79 1.4 89 3.9 87 24 Metominostrobin (E type) 100 1.4 95 22 100 2.7
Fenvalerate 2 84 105 92 59 85 1.0 Metominostrobin (Z type) 103 25 94 33 101 20
Ferimzone (E type) 81 22 86 55 101 3.5 Metribuzin 109 04 92 3.5 95 135
Ferimzone (Z type) 101 25 98 1.3 86 29 Mevinphos 100 3.6 87 2.1 112 111
Fipronil 97 3.0 83 34 99 52 Molinate 94 6.8 74 1.6 94 111
Flamprop—methyl 100 24 91 3.7 98 6.1 Monocrotophos 103 5.1 100 7.2 <10 -
Fluacrypyrim 89 2.7 89 1.2 93 8.9 MPMC 108 1.3 88 3.1 108 7.6
Flucythrinate 1 69 1.5 71 3.6 89 2.6 Myclobutanil 100 1.6 96 2.1 103 09
Flucythrinate 2 69 09 75 28 80 34 Naproanilide 64 34 96 44 <10 -
Fludioxonil 99 20 98 35 104 2.1 Napropamide 101 1.9 97 2.7 96 7.6
Flumiclorac—Pentyl 78 2.1 90 1.7 86 47 Nitralin 76 7.2 83 45 65 10.1
Flumioxazin 89 47 99 1.9 72 6.0 Nitrothal-isopropyl 92 1.2 95 35 80 6.9
Flusilazole 104 3.1 94 1.0 97 0.8 Norflurazon 101 1.5 96 1.7 104 1.4
Flutolanil 98 15 90 28 102 6.1 o,p-DDT 79 2.6 89 1.4 96 3.1
Flutriafol 107 3.2 95 24 88 4.8 Oxadiazon 89 0.7 86 32 103 29
Fluvalinate 1 50 48 57 33 80 8.8 Oxadixyl 105 59 96 24 104 3.6
Fluvalinate 2 44 71 57 24 77 9.3 Oxamyl <10 - <10 - <10 -
Folpet 87 43 75 3.6 89 44 Oxyfluorfen 77 2.3 83 2.0 87 128
Fonofos 94 1.7 89 32 105 7.4 p,p'-DDD 93 6.6 86 52 100 3.8
Fosthiazate 1 95 1.2 95 26 89 71 p,p'-DDE 74 1.8 89 56 105 1.3
Fosthiazate 2 92 22 101 33 92 1.7 p,p-DDT Al 0.8 87 49 101 8.1
Fthalide 100 2.8 94 1.4 53 9.9 Paclobutrazol 108 1.2 95 25 97 2.1
Furametpyr 106 1.4 94 0.6 97 1.2 Parathion 97 1.6 90 1.7 100 75
Furathiocarb 65 129 89 3.5 74 321 Parathion—-methyl 98 2.9 92 22 93 7.2
Halfenprox 63 0.6 89 2.1 70 05 Penconazole 107 24 95 2.7 70 79
Heptachlor 79 71 83 42 102 11.0 Pencycuron 82 2.7 85 134 100 7.3
Heptachlor epoxide 89 0.9 94 35 107 6.8 Pendimethalin 86 0.6 87 2.7 96 140
Hexachlorobenzene 81 2.0 72 2.7 <10 - Permethrin 1 73 0.9 87 20 103 25
Hexaconazole 107 1.2 94 1.0 98 6.9 Permethrin 2 71 0.5 87 34 107 23
Hexazinone 93 1.3 97 39 102 0.8 Phenothrin 1 79 4.7 89 24 101 6.6
Hexythiazox 96 22 96 3.9 82 3.4 Phenothrin 2 74 1.2 90 1.6 101 6.5
Hymexazol 96 8.6 84 1.3 <10 -  Phenthoate 97 3.3 93 30 103 8.6
Imazalil <10 - 101 1.2 68 54 Phorate 74 53 86 1.5 91 4.6
Imazamethabenz methyl ester 103 52 90 26 100 45 Phosalone 95 2.7 85 3.7 75 105
Imibenconazole 90 7.2 90 6.0 <10 - Phosmet 97 1.4 95 40 65 36.0
Imibenconazole—des—benzyl 101 35 97 22 100 1.9 Phosphamidon 92 43 95 2.1 79 189
Inabenfide <10 - 107 20 <10 - Piperonyl Butoxide 92 1.9 96 1.0 97 2.9
Indoxacarb 58 55 79 1.4 83 6.1 Piperophos 98 21 92 1.6 99 2.3
Iprobenphos 103 2.8 99 1.7 99 2.1 Pirimicarb 100 0.2 96 28 106 3.8
Iprodione 98 2.3 91 1.8 81 204 Pirimiphos—methyl 102 1.4 89 1.8 105 2.1
Iprodione metabolite 92 2.8 89 79 83 285 Pretilachlor 100 0.8 88 2.7 97 1.4
Isazophos 98 47 97 3.6 98 1.3 Probenazole 1 99 1.2 91 1.6 105 3.3
Isocarbophos 94 34 93 0.5 80 3.8 Probenazole 2 95 25 94 46 100 52
Isofenphos 94 0.8 91 21 102 3.7 Prochloraz 78 1.9 98 1.3 80 22
Isofenphos oxon 92 52 95 24 86 7.0 Procymidone 99 2.8 92 55 108 54
Isoprocarb 99 2.6 81 1.8 69 270 Profenofos 88 0.8 88 2.3 92 103
Isopropalin 73 1.4 87 11 93 125 Promecarb 1 <10 - <10 - <10 -
Isoprothiolane 104 0.7 93 30 101 52 Promecarb 2 96 1.4 75 3.1 109 53
Isoxathion 95 1.5 98 0.6 95 103 Prometon 103 28 97 38 107 6.6
Isoxathion oxon 94 3.5 97 26 100 74 Prometryn 105 0.9 94 3.1 107 7.3
Kresoxim—methyl 99 24 92 40 105 3.1 Propachlor 98 1.0 91 1.9 110 1041
Lenacil 103 05 100 30 101 6.7 Propamocarb 85 58 67 1.2 69 8.2
Linuron 98 6.5 97 2.1 97 3.5 Propanil 102 2.2 90 1.1 91 9.0
Malaoxon <10 - 93 3.5 <10 - Propaphos 72 45 94 0.9 89 9.3
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®2 HRMEUGHERFER (n=3)-5 ®2 HMEUGHERFER (1=3)-6

BAR AR —UFJo0 7 La— LB BAR AR —URUo0 7 La— LR

El4R#E RSD [EI4RE RSD [EI4RE RSD EYRE RSD [EI4R3E RSD MEYRE RSD
Propargite 1 78 29 92 25 80 6.2 Triflumizole metabolite 101 0.4 99 1.6 104 2.8
Propargite 2 73 1.0 87 25 79 6.3 Trifluralin 74 3.7 89 24 93 112
Propham 98 2.6 88 0.7 107 9.1 Uniconazole P 104 3.6 92 40 99 2.7
Propiconazole 1 103 24 94 2.1 99 29 Vamidothion 95 3.3 96 6.1 104 41
Propiconazole 2 105 23 95 23 101 1.7 Vinclozolin 98 1.7 95 24 106 2.7
Propoxur 92 9.4 70 48 106 6.7 XMC 99 1.4 78 26 103 3.0
Propyzamide 96 1.3 99 40 105 58 a-BHC 95 2.3 85 29 102 9.5
Prothiofos 77 0.3 86 22 103 3.9 o —Chlorfenvinphos 100 0.9 97 27 112 5.0
Pyraclofos 91 3.6 94 34 65 115 @ -Endosulfan 91 1.5 89 33 102 6.5
Pyraflufen—ethyl 89 14 88 3.1 101 52 B -BHC 94 3.2 91 80 109 6.1
Pyrazophos 104 1.1 91 2.3 48 2.2 B —Chlorfenvinphos 98 1.7 91 32 112 44
Pyrazoxyfen 101 6.8 88 2.7 84 4.1 B —Endosulfan 89 2.1 89 2.6 97 25
Pyributicarb 80 3.1 90 57 102 6.7 ¥ -BHC 98 35 89 4.0 93 85
Pyridaben 80 0.8 87 1.5 101 3.6 6 -BHC 96 22 88 5.7 95 112
Pyridafenthion 102 1.1 93 23 87 6.1
Pyrifenox 1 104 05 101 09 108 3.3
Pyrifenox 2 105 1.5 99 1.5 86 10.4
Pyrimethanil 95 1.4 97 3.7 40 134
Pyrimidifen 44 37 100 1.9 <10 -

Pyriminobac—methyl (E type) 102 3.7 99 28 100 49
Pyriminobac—methyl (Z type) 102 1.0 92 24 104 1.4

Pyriproxyfen 86 1.7 89 3.3 100 2.6
Pyroquilon 98 34 98 3.0 84 1.6
Quinalphos 98 0.9 93 0.7 103 4.8
Quinoclamine 94 3.0 96 1.8 <10 -
Quinoxyfen 85 0.8 89 2.2 34 4.6
Quintozene 95 6.1 73 1.5 89 53
Resmethrin 1 76 49 89 1.8 102 53
Resmethrin 2 76 2.1 88 28 100 53
Sainepirin 1 95 4.0 92 43 106 8.0
Sainepirin 2 100 25 94 64 103 4.7
Salithion 94 3.0 91 06 110 5.0
Secbumeton 110 2.8 97 24 104 44
Silafluofen 64 1.8 87 4.0 91 29
Simazine 87 1.2 97 46 102 6.7
Simetryn 91 4.1 97 34 104 8.8
Sulprofos 64 3.9 86 2.2 98 8.1
swep 98 44 99 28 102 3.3
Tebuconazole 104 2.2 95 26 100 1.0
Tebufenpyrad 91 1.5 87 2.3 99 41
Tecloftalam 27 0.4 71 2.7 <10 -
Tecnazene 93 3.6 75 25 93 9.7
Tefluthrin 74 1.7 87 3.7 99 2.7
Terbacil 97 2.0 99 27 103 7.0
Terbucarb 97 1.7 90 37 105 7.7
Terbufos 76 4.9 87 09 96 3.4
Terbumeton 115 0.7 92 27 109 4.6
Terbutryn 101 09 99 66 109 10.2
Tetrachlorvinphos 85 0.7 90 6.8 87 115
Tetraconazole 109 3.7 92 1.2 80 4.8
Tetradifon 93 3.1 87 56 102 44
Tetramethrin 1 90 0.8 98 48 102 2.1
Tetramethrin 2 86 1.1 91 2.0 99 2.6
Thenylchlor 97 1.1 92 32 103 0.7
Thiabendazole <10 - 98 2.1 <10 -
Thiamethoxam 97 2.3 97 29 106 2.8
Thifluzamide 93 1.6 92 1.5 97 9.7
Thiobencarb 99 04 92 22 106 1.1
Thiometon 35 71 79 24 78 25
Tolclofos—methyl 91 0.8 91 3.1 105 6.0
Tolfenpyrad 85 2.1 88 3.0 87 1.9
Tralkoxydim 102 1.9 86 38 105 0.3
Triadimefon 106 2.7 94 24 105 3.8
Triadimenol 1 102 24 93 9.0 99 49
Triadimenol 2 107 2.6 94 53 98 1.5
Tri—allate 87 2.6 85 1.8 99 9.7
Triazophos 105 0.6 95 2.1 99 55
Tribuphos 89 1.2 99 47 98 54
Tricyclazole 90 3.6 92 5.6 82 2.3
Trifloxystrobin 87 1.6 84 2.9 105 0.8
Triflumizole 97 6.6 97 1.0 92 117
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4) HILIC-MS/MS IZ X 5 REMHF =TV E S L4,
CPMA % Uf CPMF S #rix D& &S

7

=7 S S VLI B IN

=
=

=TT AIEREHENSZNRETH Y, RERERAICBWTEER

BN S THHD, =T T LAKRONZF0NREY TH D CPMA &Y CPMF 1%

e IEF (Cm <, BRI EZ L E L9 5, £ 2T, RiBtE ey

Z M Al RE /R RAER S ) 7 HILIC-MS/MS Z VWA Z Lk, =575

2, CPMA }; T CPMF % i 5 Gl (2 o3 5 5Lz 5 Lz, 4 EEO RIEY

ZHOTT S L RMNEIGRER IC B W T, X TRERER GO, £, K

OIMTIE & RAR T A AR BRIE S & D ATl & PR L2, A% OfEZ 7R L,

KROHTIEE, AR GIETHL ZENRALMNE ST,

F—— K : HILIC-MS/MS,

ZL®IZ

B OREEIRICEWN T, ZORBWIZ Ly
EHEEET D200, @M LI THIE1TO %
RS DRI PFET D, =7 © T ATEAETE
BEBBEICEID =T BT L L2HEOREW2— [N—
(6—7mvBur—-3—CUIIAFN) = N—ZFN|T I/
—2—=AFNA I FE (LT TCPMA] &\ H,) KT
N— (6—7umn—3—tIJINAF)N) —N—TF)L—
N—=AF NN LTIV (BUF ICPMF) £ 9,) @
BRECHEEZRDL L Lo TWEY, EAEIEE B
AERIE T, CPMAKUCPMF%, I&MIICN—(6—7 1
0—3—EUIJNLAFL)—N—ZFLHELLT IR (DL
T ICPF LW ,) IWEBMLTERL, =7V ETAIC
BET A OWIENRERTWBY, Z 0458 EIL, CPMA
& CPMFZ K53 R, HEEM L TR—bE&®mE LT
HWET D720, FREDOREEZETERWVRER
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ZTVET L,

CPMA, CPMF, =%

HY, ILICFENEMT, RO T L Ll
To@mMb% <, REEMHRMITETH D,

CPMA & CPMFZ ERIZ o TE R WRIA & L T,
CPMAMRT & F REE T F L HFIZBNT, BHIC

Cl = | \ Cl P

NHCH;  Ni_ |

N NY N NCH;
i T
> o)

NO, HO
Nitenpyram CPMA
(o]
Ci = | \ F | \
N N\/NCH:», N N\H/H
o
CPMF CPF

®1 Nitenpyram, CPMA, CPMFR USCPFODiE%



CPMFICZHL LT LE S Z ERHTF L5, dirHick
% L CPMA 10 pgZ 288 k20 m 2 87 & b > 150 mL Ty
RLCe—%Y —=NRL—F—ZCEMELEZEZ A,
80.4%73CPMFIZZ L L, CPMAL L THRH SN DX
9.0%|Zi& ¥4, CPMA & CPMF % 43 Bl & &4 % O 1L [N #
ThHhsdLLTWVDY, £ OHHETIE, 3B SO
HICHEBAEEE A AV, IRMEEELZ S 2 &5, CPMA
DOMIEIREETH D, S5, CPMASH ZNEEE 425
HR & LT, CPMADOKRPERIEF IZE T2, BT
WKCEBOWT—BROICHNLNTWDHMEY 7 5% A
LCHIE TIE, B2 E— 7 BRBFE NI W &35
FHNn5Y, > TCPMADIHTITIE, AL E A %
DARNH B, IRAEERAE & (D 72 O BT HE K OV e i
ICez+DRFET 20 7 ABMETH D,

—J, EHELOMRETIE, T b=FV L EKDOE
BWRIRAFHESE E LTHOWMHEIC LY, Bx ol
kBN LT, BAFARIHERZHE TS,
ZOHFEE, MEEEICEKRTE b= Y L EAWD
b, AHBEEEOFIA MK, RICRFERIENFTETH B,
Fio, EmEMALEESEET D HEE LT, BUKMEMA
B 7 v~ 257 4— (HILIC) #H\\5HERH 5
S o, B e ST 44— —FETH Y,
KEGBBEOREGRIK &, X0 @itk B EH %
HOD 08— FThD, IHHZ v~ N7 T 7 0 —ITiF
KRB FHIBE A BBEICH VD Z LR, BlK
PG DI Z OEEERICEfRE T, o c& i
WHD b H o7, HILICITBEHAKZTHY, &
OB LR, SHERNFRETH D, Z OHILICOFE
P2 HWD Z Lok, mmEbEY <TH 5 CPMAL &
FFL, RFRv—2BRAENDLZENBEX LN,

ZZTHER, ZNLOMAEES &I, EiRtibEY
DORFFHCH R % RT HILIC 2ANWTC, =T BT 4,
CPMA K U CPMF % fifi By i\ \Z 53 BT 3 2 FIE OB %
o7, BatHEE, £7, CPMA OE#BEMZ 57
B, HHEECKRZMZ, WEOEKEICRT =7
V¥ A, CPMA KX CPMF ORI 5 2 5 8
BRI, WIS, MRS RAFCh o T E KA
WA, REEY &R & U TR YE SIS0 BN R &
{To7, &5HIZ, HILIC-MS/MS # AW T, =77
2, CPMA . O'CPMF % & B T 5 B O 5T 217 o 72,
[FIRFC A C Rk & AR S0 B s BB IR S T
HE L0 obr L, FEREI~ O AR A 1T o
A, BRI GO0 THET S,

REBAE
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1 HHoREH

=7 B 72X, CPMF KU CPF (Fotflidk T8
IZHOWTIE AL /—/b, CPMA (FyGifisk T¥%%) 12
OWTIEARBKERAWTEMRL, TRENEERRK
500mg U AR L2, NS EEE, AKX —ITk
0 AR L CREVERIR & LT,

TR &R RO RFRBARENL, =77
L, CPMA K ONCPMF 2 & H T 5 2EM (T AT H
A) AW, BINEIEBRAREE LTE, =7
v'Z A, CPMA KO CPMF BRI TH D Z & 2R
LB EM 4 B (Y—~ v, A, TERE, X
K) AW, ZRUNOBEDIZOWTIE, ThE
N7—rhvZ—HNTH—L, FECFAF—%
JAWTHEE L-, ZKIZHOWTIE, 77— RFILICk
DRI R T o2, ZHDHICIERE L LT 0.005 mg
kg!, EIEELLTO05S mgkg! ERDEHIIC=FT
7 2, CPMA J ONCPMF ¥ SR & T v 2 iR L,
WMEINGRER e E Lie, £/, =7 E T 4,
CPMA K U*CPMF % &6 9 2 BEW 3 FH (7 A5
A2, Awl) &Ik~ HYERBR AR E L
776

RAUNCHERIBIE OB L% T 5 CPMA ZZIHRMIC
HH L, E5lco=F 25 LK CPMF 22UV T
b BIFRMERNE D 2 L OTE D LA
BRINT 5700, AP EKEOENC L DA
RO EFHLT-, CPMA X7 & ko OFEE— F L
MTRZETHDZ L I MEEIZ 7T =1
NERWZ, EARMMEREE LT, TERF=FY -
A (100 : 0, 65:35, 35:65, 10:90) O 4 ¥4 M
WTHIHEIRO IR E{To 7, 1 THB LZ7E 5g 12
R 4 EHOMEEE A 2 Eh 20 me Nz, BEE
5 min 24T o 72, WO Ty B (1882 xg, 5 min)
ATV, EBARE A%, FREICHHEE 20 me &0
Z, BT Smin, 3=02BE Smin 2170 50 me (2
ERLEZ, “hEHFAKZT74NVE— (GL 7~ b5
4 A7 25N 0.45 pm, GL Sciences &) #HW\ T, 5
WLt oERBRRKRE Lz,

VRN B GRBR VAR S OV FERh~ o0 3 I R BR IR IR D 7
IR EK 210 Lie, RRCAR Lie i Fikicie -
THEAEZATV, WINENS BRI IR B OV BB~ 0 3
RERVEIR OFRBUC I T 2 VRS, fibEgth &K
KRR ST ® = MUk (65:35) & L7,

2 HILIC-MS/MS Al5E
LC 1%, Waters t-8! Waters2795, MS/MS I% Waters £t
4 Quattro Premier 2l L 7=, BED 7 2%, RIELH



U ABEIH T KT D Waters 8 Atlantis HILIC (&
S 150 mm, £ 4.6 mm, R 7£E3 pm) MW, &
BHEARIT 10 0e, 77 AEEIX 40 CE L, BRI
REK-TE F=1F VU500 mM FERT > =17 A

(25:70:5), ¥HEIX 0.5 me min & L7z, 4 A qkiz=
L7 tmr A7 L— (ESI) IZLDHRYT 4 7E—K

(POS) CATV), multiple reaction monitoring (MRM)
HECEIVERLE, F¥Y Y7V —EET345kV, V
—AJREIL 120 °C, TY_R— 3 ViIRET 350 C,
FYNR— 3 v AREIT 1000 Lh, 22— R
BT 100 eh' ICRE Lz, ks, BRERIE, BIRMNR
BHEZEA LT~ b Y v 7 2 —BUEREiE % AV CE
L7,

HILIC 7 Z 2 ®kk#k L LT, 7 I RE! (TSKgel Amide
80,2.0 mmid. x 150 mmL, 5 pm, Y —), A/NLKH
A I A (ZIC-pHILIC, 4.6 mmid. x 150 mm L, 5
um , Merck KGaA), ¥4 — /L% (Inertsil HILIC, 4.6 mm
i.d. x 150 mm L, 3 um, GL Sciences), VU 7 — /17!

(COSMOSIL HILIC, 3.0 mm i.d. x 150 mm L, 5 um, 7
HTA4) ROV,

Homogenized sample 5 g
< Acetonitrile-water (65:35) 20 mL
+ Ultrasonication 5 min
*Centrifuge at 1882 Xg 5 min
- Filtrate
*Make up to 50 mL
with Acetonitrile-water (65:35)
v -Filtrate with 0.45 pum filter
HILIC-MS/MS
2 HILIC-MS/NS s>#7i&D 7 A—

x2

3 HPLC-UV I

HILIC-MS/MS & I3 2 1E3RIEIE, =7 v EF A
DU TR A F B8 WA R B E I HE VS, HPLC-UV
W, BEZTE R, A Yot
TERORYATFNIT AT~ N7 T T 0 —FERE,
HPLC-UV IZ & W llE #1T - 7=,
4  GC-FTD AIE

JE A S5 848 i A AR BRTE IC X D CPMA & OV CPMEF 43 #F
EORIEICOWNTIE, T b % CPF ICHEMERLL,
GC-FTD Z HWCHIET D Z Liche» T b, £Z T,
HILIC-MS/MS & b4 D 0E3kiE & LT, CPMA &
CPMF (X, CPF ~DO#FEMKIMIC LD GC-FTD 4 v
oo BELZTE M, NVZFATIVICLDH
BRI, S A Y 02T ARV BTNV T
Lrma~< 7T 70— k%, GC-FTD IZ LV &%
1T-7-,

BRRUEZR
1 BIEEH

HILIC 1B W CiE, BEHO A3 EEM & LT
B L, BEEMPICANEEREHEAERSND P,
HILIC (23317 % B IR D4 Bk, T OBKMEDBRES
EREVHE L ORI TONBE R E/ERIC Lo Tk &
N, 207w, syHER, BEED LU S 2 KA
WCRESIEFELTLE D 2D, BT LOEHHL R AR A+
N ThoTHE, RIFRFHOLBRLHEAMOK N E %
FlEfR 4, 2o b, BEMIZOWTE, BH)
AR S —TE T, W7 L&+ S E 5 Z &3
TEBA4 Y077 v 756052\,

F72, LC-MS/MS Fat EICB W TIE, HIEEAERIR
Img ' 270 —A 0V va kil MS
WCEAL, A4 MG UEERF LR, £ 1IORT
E G/ T R Al

# 1 Nitenpyram, CPMA % TX CPMF 0> MRM BI%E &4
Compound #, Quantification Cone, CE, Confirmatory Cone, CE, Ion ratio
min transition A% eV  transition A% eV
Nitenpyram 4.6  270.66—125.62 25 25 270.66—188.78 25 25 13.6
CPMA 51 256.18—126.12 25 25 256.18—176.45 25 10 2.3
CPMF 94 212.30—126.33 35 20  212.30— 90.47 35 35 4.6
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o 180— lq())O-

§ (AD) Nitenpyram § (B1) CPMA § (C1) CPMF

E m/z 270.66 — 125.62 5 m/z 256.18— 126.12 E m/z 212.30— 12633

< < < 1

= = B

o (o3 [

) I ] A 1) IR

1 .10, . 20 1 .10, . 20 1 . 10, . 20

Retention time / min 100 Retention time / min 100 Retention time / min

3 3 ] 3

_§ (A2) _§ (B2) _§ (C2)

g m/z 270.66 — 125.62 g m/z 256.18— 126.12 g m/z212.30— 126.33

2 2 2

< < <

o o o

i = 2

= = B

[} (o3 o

M01 ....... O — 26“01 ...... O 25”01 ....... S a— -
Retention time / min Retention time / min Retention time / min

3 E—v HHBBROMRNSOT TS LA
[Nitenpyram0.5 mg kg™ %50 (A1), CPMAO.5 mg keg'i&fn (B1), CPMFO.5 mg kg™ b0 (C1), #®&Fh (A2, B2, C2)]

F 72, HILIC 2B\ Tk, KREfiv ) 2R, 7I K
FEARY, RNV Z A R U — LB YT —
NI 8 BEMN R D8k 2 RFEEOLORH Y,
B EMHOFEIZ L - T, (LAMRFEORENREL S,
#ZT4HRE, =F 5 A, CPMA } U CPMF DO{R£f
DRI T LDERIRT LD, TNHOHT LD
BEIT 512, TOFER, 7 R, ZVRRH A R
VA —ABIG NN T = AR BT, VT v
3y HA LIRS min KW &Y, HaohEEEEL D
EMNTERD 0T, — 7, RIEM VY A RIZBW T,
3R LIZEY, BAFRRF (=7 B 5 L:4.6 min,
CPMA : 5.1 min, CPMF : 9.4 min) BN&Ebhiz, 71
~ N T ANLELNTCHRERIL, =T ET A
5100, CPMA : 5200, CPMF : 5200 T o7, 2T
Aa, =7 BT A, CPMA KT CPMF (28T 545t
T AEUTREM Y Y BB HILIC 77 5% v,

2 BRHBRARUEERR

=F T A, CPMA } U8 CPMF ORI HOWT
W, b 7 A—BUERERIEE WS Z L1k 0.2
~200 pg 0" GREFPHE 0.002~2 mgkg™!) DI THE
FRERE (R>0.999) AEbhi-,

REMEOREIZLvEONT-7a~ 7T Al %K
31278 L7z, HILIC-MS/MS T, HILIC 2 X % /Bl
B, BEUE ORI D K & W LC-MS/MS % JIIE LS
Anaizw, BEEARLCIET 52 EBARETH
D, RBIEZIT O LERRN, TOD, BREY
WCHFEY— 271370 <, ©—2BRBRERIa~ NS
T APELNT, MEROR/NREIZIT 5 SN

Obtained result, mg kg!

0.25 —@—  Nitenpyram
—O— CPMA
—— CPMF
1 4/§/§\ﬁ
015 | ./§/§\$
0.10 | O/Q\Q\Q
0'05 I} I} I} I} I}
0 20 40 60 80 100

Acetonitrile, %(v/v)

B4 Nitenpyram, CPMA BT CPNF Z&EH T 57 A/
SHRIZRTH2EKBEDTEF=-FILEBEDE
W& BHEDEDEL

HRDIZRHIRIL, BB C, =7 T 40024,
CPMA : 0.14, CPMF : 0.17 ug ¢ Th o7, £7-, &
BRI, RABPhT=F 5 A :0.80, CPMA : 0.47,
CPMF : 0.56 ng L' Th 7=, ZOEBRRTIE, &
AR TR BRI I T B — L (10 pg ¢)
105D 1 REORENREFRETHD, L-T, Z
EEBRILI=T T A, CPMA KU CPMF OHIEIZ
+TaRBETHLEEZDLND,

D
D

3 HHRERIER
=7 BT A, CPMA X UCPMF &84 57 AR



®2 HMEREERER

Compound  Sample Concentration Recovery
/mg kg'! [RSD], %
(n=06)
Nitenpyram  Sweet 0.005 98.7 [4.0]
pepper 0.5 103.0 [1.9]
Mandarin  0.005 93.0 [3.0]
orange 0.5 103.3 [3.5]
Onion 0.005 105.0 [3.1]
0.5 103.8 [1.7]
Brown 0.005 99.3 [2.4]
rice 0.5 103.7 [3.9]
CPMA Sweet 0.005 99.3 [4.7]
pepper 0.5 102.0 [4.6]
Mandarin  0.005 99.3 [3.3]
orange 0.5 101.8 [3.3]
Onion 0.005 98.3 [5.4]
0.5 105.3 [3.6]
Brown 0.005 93.0 [5.0]
rice 0.5 95.4 [7.4]
CPMF Sweet 0.005 99.0 [5.2]
pepper 0.5 106.6 [2.5]
Mandarin  0.005 106.3 [7.0]
orange 0.5 98.6 [6.8]
Onion 0.005 103.7 [3.1]
0.5 105.0 [5.5]
Brown 0.005 99.3 [4.9]
rice 0.5 105.5 [2.1]

THALEKRRBORE LT F= U THIE L, Hh
HIROE I EFTARNHREK 4R L, =T 08
Z LR CPMF 22\ I, 7 = MU LEFEN
T 5 o0, bz sEmL, 7 h=rV
NEFEDN 65%T, kb RIAMMMMELRLE, o
L, AIEEEEED S VRET, EEwREHR
HIZHIZATEIEY, RN bl oelcd LB R
bhd, —JF, 7 h=hrU/L 100%DKE, CPMA O
HZRMME T L2, Zhid, CPMA 23, @bt Tdh
2 E0h, MHEEE, KEEEROVIEL L0 T
DEVKE ST A %2 AV 7285412, CPMA D
HHIEREL Do EBEZ LD, ZNHDORERE
D, =77 A, CPMA (N CPMF X CIZ2\C
T+ RN S SN=T ' b= K U L-/K (65:35)
R L L,

45

3 RIEHKR

LC-MS/MS 72 E OB & HTEHE, MIEREFIc 2 &
O~ ) w7 RAEELE, A A MLORETA A Y
Tyl arRAF LI UNV AR N ET MY
I AMRESER L, EREICEREEZDZEN
Ho P, FIT, RNMEIRRIL, ERFEEHFREOS
WRE (B—~ ), metERE (B A), AT 4 R
EELBULRE (TmFERE) RUOBEEZZ &
(LK) 728, ThENZHEZR~ M) v 7 22 E0LR
Bha HWTERR L7z, BMEGRERITEITEE 6 BT
FEfi L7z, TN TORBHI DWW THMEE L 0.005 &
0.5 mgkg! TV, WTFNOREHZIBWTY, 155E
=7 O WRIFR s a~ N7 T AREL R, B
B R OFE R 2 F 2 128 Lz, 0.005 mg kg™ HRANICE
J BRI RIZ=F BT A 2 93.0~105.0% (RSD: 2.4
~4.0%), CPMA : 93.0~99.3% (RSD : 3.3~5.4%),
CPMF : 99.0~106.3% (RSD : 3.1~7.0%) t7&~-7=,
0.5 mg kg W H1T 2 EULEIT =7 » EF A 1 103.0
~103.8% (RSD : 1.7~3.9%), CPMA : 95.4~105.3%
(RSD : 3.3~7.4%), CPMF : 98.6~106.6% (RSD :
2.1~6.8%) Lipolo, ZERARFECEINIRE DEWN
IZEBEIROEERIT R, TXTOREWREHZS
WCREFRRINERNG BN, KOEHBEOKW LK
7 E R GRRREE TN T 255G, Taleiti i S
BI=oiciE, BBk EMA THE 21T 5 BER D
L ENmEERTWD Y ik, RO
B L ZRBHI K Z BN 2 Z Lk, M S
NTHBREZ LA MHERN LR s B2z 00

TWo, LaL, A, shitiokeas+ sEse i
WHZEIZEY, REHITKEMZD Z &L, Ky

GHEBOERVZKRREHCB VTS, o 7REIRERE S
HZEMTET, TOZEIZEY, KEeGAET DHIREE
W R DS WAL, B O MM & 3R 5y D Hh
HERBIITD) 2 ERAREEEX bR, £, 20
BB A2 —~ 2ol Lz 6 HREO
Inter-day RSD 1%, =7 > E'F AT 7.0%, CPMA T 3.9%,
CPMF T 3.9% & 72 -7z,

KikDFRB~OWAEOMEEZBE LT, =F
¥ 5, CPMA KT CPMFE & N 5Bl OME %
To7z, 60 AEHZOWTHIT ATV, =T ET A
CPMA K U* CPMF A& AT 2 3BAY 3 3B (7 A5
HA2, A1) MBINE, TNH=T U ET A
CPMA K " CPMF # & H T 2R B % AT,
HILIC-MS/MS & JEA 53 @48 A BE I R ST
% HPLC-UV K (X GC-FTD \Z L W T &7 7=, =T



% 3 HILIC-MS/MS &4E3E 35 D H Bk

Sample Compound Residue level /mg kg™
HILIC-MS/MS Conventional method Ratio,% °
Asparagus 1 Nitenpyram 0.162+0.0069 0.155%0.0125 104.5
CPMA 0.113+0.0028 — —
CPMF 0.191+0.0096 — —
CPF 0.267* 0.274+0.0051 97.4
Asparagus 2 Nitenpyram 0.100£0.0044 0.094£0.0028 106.4
CPMA 0.045%0.0012 — —
CPMF 0.0350.0010 — —
CPF 0.068* 0.070£0.0065 97.1
Melon Nitenpyram 0.0310.0005 0.0310.0009 100.0
CPMA 0.009£0.0005 — —
CPMF 0.0330.0018 — -
CPF 0.038° 0.0360.0021 105.6

a. CPMA and CPMF values are measured in terms of CPF value.
b. Nitenpyram was measured by HPLC-UV and CPF was by GC-FTD.
c. Ratios are HILIC-MS/MS data to conventional methods data.

VBT AW T, HILIC-MS/MS Ml &l &
HPLC-UV HIEfE & O Lk % 17 > 7=, CPMA & ' CPMF
IHTIZEBIF D GC-FTD Ti%, CPMA & CPMF % CPF
WCEH L CHIET 5, £ D78, HILIC-MS/MS (281
% CPMA KO8 CPMF 3 #r iz oW T, £ ERIE% CPF
BICHE L%, 3L CHIE®mEHH L, GC-FTD
WEM L O EITo T, DITHOKZFR 3 IR L
7= =7 BT AZx9 % HPLC-UV & HILIC-MS/MS
THOLNZEO T 100.0~106.4%, CPF (Zxt3 5
GC-FTD & HILIC-MS/MS TH bz ED i 97.1~
105.6% & 720, FSOME/R L, BESHFROL N
(>0.05mgkg") 7ANRTHARE N LEHRERD D2
W (<0.05mgkg!) A mrEEIET, RFERMEEIC
BT, HILIC-MS/MS IEITBHE 5 & I, R%EOM%E
HBondZ ENRHALMNLE Y, HILIC-MS/MS #2333
BHIX L THEDROITETH D Z L BRENT,

xF & N

ERRMEAL G & ST Al R 72 HILIC-MS/MS % AW %
ZEltkY, =F 5 A, CPMA K1} CPMF % —7%
WCEBETRER TR 2 B Lie, BSEIGRER &K OVE
HRAEHZOW T 24T o A6 R, T ToREHCo
WC B2l B iz, HILIC-MS/MS i, R
MEV LC-MS/MS Z W THIE 21T 9 1ok R4 %
MR, EWICEMB RITETH DL, £, =T
v'7 &, CPMA KO CPMF % [RIRFIZ T C&E 2729,
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SYRTRERIAY, K1 h/6 K&V, ZhiE, =7 E
7 A, CPMA K ONCPMF 2537 CHIET D2 HERH D
JE A @A @B vE (HPLC-UV K& Y GC-FTD %)
WD HI T /6 BRICHERTT7 001 THY, LV
TR/ ZENTE D, SIHIT, AEEES
REOFEREN D2 WFIE L H D, Rk, BIE®HH
D=7 EF A, CPMA KU CPMF &R &HIE T L
THEICADRTETHDLZERHLNE ST,
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