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B 3

BAGBFFH R MBS (RihDOREMHERIEETJEEE)
T 5 FE RIERTEEREE

B PR RIS ORBRIEF R IZ BT 5 BRE DRI A1) 724158

MERFE HBREE (EiLERARMEEMETT Rl - F-=2R)

MrEEE

B DR REERAICB W T, BE O LATRRERIE TR REE DS ST RHER 7y D58 % %2\
S REILEA~OEH B D720 BIERFRIZ RO, WEFEOEHENSZ WVEOHANH 5, R
FERAETIX, 9P ROBEEOR E2RO b TWD —J7, &R, Badfb, = A hHljE
LEEN TV D, ABETIE, BEEORMZNEICT 25 M 2 GRS, FEORMICEEN
% & A H R 7 SR A (S D WD TR BE 2> D i RS B 2 I E IR S 2 L 9% L3RS o Hrf R O fEiE MM
ERUOBAEORBEIE B L L, BLTOBR 1T -7,

AR 1 FRBA SRS ATIC 3 1 2 alB R B G L O fREt

B O REEDOSMIIAE) —Th D720, KEROITEZ 15 2 I3 E 25Uk 2 %, 7
Wt 2 BN & 5, TREMITIIT 2B v M OB O BJE D oAkt R~ 2 5 5% |
T, BEPEE LIIEONAE ) ZHW TR FORE EROIHERICEZ DB LRME LT, £0D
FER, BEALR AR 723 B COOMTEIL, BRI 2R EA LR & MRS 2R o7 2 & n | BB
A3 2R Tl R BRI E 2 i NI T~ D ATREME D B D Z E DRIBE S T, 1O NAE D ITERT
BBt O B3 THRE 1 mm OFFICAR L7z & & OmiE=RD 0% £ EF 2 b,
FTo. TEKEMICE T 23T EORG Tk, FIREME CTIXE LD R 2 K EY & X512
HUEIEEIC L BRI G E 2 at U, R U 7230 O etk il 55 4 IR B & el L 7,
AR 2 AR UBRIE O RS R E O AL - U b X OV E Bkl [a) i 7o BRET

PR R ERA I W TR B S m O ARaBRE (A —FalBRiESE) ORBREEIC VT, 2
=7 LDOFEH B RSOVl RMEERIEOBRRE 2B L, @ElEzXD & &b,
BRERF OFME, S OICHENL LI FEO BB A MRGETT 5, AEEIL, #a—FaBiE TGC/MS 12
F D EFEEO—FHAEE (RED) | ORUBIEOREL - BEbD=0, BIE 151 (bEWZ X5
ST L 7o o riE O ERe 2 38l L, R4 E 2 fEad LTz,

ifeH 3 HILER & SATIEE DA T A AbE BEE L7 BEV B O

BED b OB SRR D 72 6O O O R AEE B FVE D EHETRT L OV OHEED 728D | R RERIE
D LC-MS/MS S £ TaA > T A AL LEABL 2 RET Lc, AFEZIT, R THEDO RV AR
BACHEHT 57207 VA — |k - U RT3 — MaAZEMEAE ET N-(ter-Butyldimethylsilyl)-N-
methyl-trifluoroacetamid (= & ¥ ffif TR IZFHEMR(L L, LC-MS/MS Z AW T 5 5lidr & @& /3T
TOHEERRE L, £, MARTER~O®EH Z Bt Lz,

I HEE KA - BTRHT B K OB R AT 7uh% G HE R (ENZER SRR RAES
BB D4 HERER)



- ML (RERRT R LT 5E
= - #f%)

A, HEEB

B O BRI BV T, BBEOATR
AREBRIEI DB N T, KRRy DR A %
TEE < RIEZEE A~ O G0 B ERER A
R, BEEOHEHENRZVEOHRNH D, Ik
WRFERA T, ok ROGEMEOm B3k
HHNTWDE—F, REOFEL, kb, = x
MBS EEN TN D, ABFETIE, BEEOR
2 R T 2 2 & 5 e e, REE DR
B F D LB R 7 B IR 2 DD TR
DA ENEE 2 MBS AL 35 & T, ks
FOEHEMER ELROBREORE LA B E L, LL
TomFEIT 7,

PR 1 BREEERESITICET D REERE G ED
TRt
BMICEET 2 REFEONMIIAE—ThH D
Tt AERETR IHTIE 2 45 5 (ST - 72 0k 2 F
%, OVTICHT 2 HERH LD, LinLens, +
B IR B A BLE T 2 12 DT L B e B
LRSS, 2 P —2 HO - REE R E oMb
FEAM B3 2 A A 7R,

[1] BEMIZRT 2B GIE R ORE 0%
BN SITRER~E X D EORS

WEAERE . D b~ MR EH & LT
T A 72 BPE AT O IEMEEE 36 KOS EE
FIRT S L AN H D 2 & SREHFE IR D
RWEEZDEBIIRELS RDBEMNH D Z &
L, £, B0+ 7 B EAIREE DKk
R L LC, WELZEZ ARE 1 mm Off
(ZATT L7 BRI 90%LL E &b 2 LR
HLZLDHZ bamLlz, REEIT, b~ el
BRRBEDHIEFHEOIZINAE I ZHNTHE
{LIRBEDS B 7 D3R 2 U, B R K O
EHEREN WS RICE 2 DB EHE L, %
7o, BROIEISZIZ K D HEARIEDFAMIZ DWW T
HiRET L7z,

[2] FBAKEWZIRIT 2B HEOBRE
WEARFE 35 PEW) % XEG T 3 FRSE O WURE ik ik
RS - Wi FIA T AR - FRGAKLD
RTATA A PR ] OEIEFIEZ HESL
LT, AEEIIKED R, 2 b O
Wik O VE 2 RET L7z,

AR 2 SRR DB B E O (E(L - P b &
U HEMEIZ M 7= ke

5 DR R AR S ) —F AR BRE (B — R
Brik) & LT ILC/MS 1T X % IO — KRk
I (BED) | SERARINTNDH, RO
DEEFHENZ < BEREHE S RV oo, BBRIED
L - REERLEEN TN D, AIFFETIE, i@
A RBRIE O T RIF AR, BR5EO
FHEBRTH I EICED | BUSEHE~OMHE
ICHWD Z LN TE LHEME - Balile—Fofriksd
LT HZ & &#BE LT,

RIS A D EALT D L L bic, —EORER
BEOHEMLEZX S Z L & Lin, AEEIL, @
—FRBRIE TGC/MS 1T & % % —FikBrik
(FEPEW) | OFERBEA SR U, WL L7 oobTik
DPEREZ FAM L7z,

S 3 BIAE L STEREOA T A L& AR
L 723 H B S dr ik DR ST

A E D> B O £ HARE 0 72 3D O 2 D
AL D EBFRA L O OHEED 725D i
PR O A =aF ) A4 REEEEZNRE L
. 113 QuEChERS 55 DO EFRAVICHLA Sh T
W5 E R Ul A N, & O O3 EL
LS 5 &R REYEN D LC-MS/MS 34T %
TEF T4 AL LY-BEfLE BT 52 & T,
W, fE T, ®IEKE DO m RS 2R R R RS R
BIEOMENL Z AR, AFEEIX, EEI—FY ¥
¥ H T @  N-(tert-Butyldimethylsilyl)-N-methyl-
trifluoroacetamide (MTBSTFA) 2 L A fi#i{# ¢l
RFEEMRZITV, REFOERE 7Y R¥— K,
TNBRR— b BLOENLORHIN-TEF
N7 VR —hk (Gly-A), 3-AFINKAT 1 =2
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Ta A U (MPPA), N-7EF /L7 LR R—
F (Glu-A) ZRIFFEET DRIEKI v~ N 7T 7-
X T NERIATE (LC-MS/MS) ZBAR D 7=
DOIRFI AT o T2, FT2B%E LT ka2 Ra sk
D7) RwY— NEOSHIEA Lz,

B. g5

1. &FE

BRI, 7R A SR AR L B 8 O B P 52 TR AR
SNLPSFHABM L, KO BAE, FhE, i
BT OV Tileam L. Fh L7z,
PEREOSINE & BRI T OE Y ,

[Zn#]
WO EE (ESERDENEEMIT &G

i =ER)

EH R (ESZERS RN Rdh
i OE=ER)

M s (REERIRT SRS AL R
JoE %)

O B (BEERRYE SR 2 E
Jis  HEHER)

CARA T (ENZER R A EAETIEET R AR
TAEMTIEE)

S 2 (ESLESES R AR ENESERT &b
i EEMEE)

- BR (BAGEE - AEmER &8
i AEVERE AR PR R AR BR)

C PR R (RGBS R - AERAER R
o AR TER AR R RS AR HME)
SR PERE (RASTEE GERE - ETERTER &
o AETER AR AR R AR FAE)
S AN (ESLERG R EENTEET R dn il
HIESI)

[ BH IR )
cHMSHETHIZHE OK) (Fr714 V)
cSfeFE2H6H (k) (FrTAV)

SHFFFRIZ DN T
PR 1 R EREE SN ET 2 RBFARMGED
rEd

(1] BEDIZEK T 2R G ERORE D0
BB OITHRER~E 2 DREORR

1. ZHTERAEME

CITTIT, AIFIsmTY R wT
AT ) INTx) Ay (E)-7x¥
XA —h LA R
2. BERREEL

E% 1 ZH5 AT D

SIPTEMAL : 223E (REMREZ &7, OITIRKOE
BEZRRELZDHD)
3. BRE R HIE
SIMTEAEIL, BT WA [LCMS 1285
SRS O —FUBRIEL (RRPEM) ) ([ HEHL L C 330 L
7o 7%, HHELARE | KROBIEOE &RF
DOREERGAE OB T g & — O Ik L,
4. ERHEREOHIE

TV By T 105°CICRRE LT iR s N
TR, TV — X —NT=ERIZRE L
THEZAEL, s aBR L7, Znb%
105°CIZa%E L 7 MHIRFZ RPN TR 7 e fz %
2, TV —F—NT=HRIRICE L CHEEZHIEL
7o HoltE ORBIE & FEGUEIEE TR L T,
GG AR AR LT,
5. RBHYEAGIRIE DR
5.1. HE T OBEACERRR O Hoig

HRAIE I NAZE 9K 1 kg &2 2~3em [ZHIGI L
7t WIROIFY—T0,5,1,2 BLO4 5
B LTz, SHE LR T, Bt O —#%E v v —
VT L, ZOREBEBIE LT,
5.2. BURERIREER O FH Y

MHRIE D IWAE D & 2~3 cm (ZHIY) L7274,
WIS L CHifs Lz, I3 —TCREIIR K
TATA AL TRy Z—RIZL, B L7
EINAZIREHIMARA LTz, 0 EE T
WLl I —IC AN, BRHPEN L, %Y
DB AR I T —ICT AL, I HIT45HBEL
7o, BUHEMZOREE 2L E— I —IZB L, 5%

T
!
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BUTE L2 VREE T BREIZ AL, 1 BT T
RIATARERIEL, 2B, IFH—DIF
N IXWE 25 & . SR o B L Oy
—H—ETFH LI b D&M L=,
53. BEALFEHMAHRBRE OB EORE I B L
OVl FED g
5.3.1. BB LR OFR Y

TIREE D NAZE D M) LT, FiRO I %
H—THE LT, HRREEY»ETFT D [H
Bkl B X OEBH ke TH D [H
kel 2 e Lz, £72, 52 5L
RO LT Tofsmfatet] 23R L7z,
5.3.2. #aRElE K O R

O RO £ 7o I R Ikl 250 ¢ 2 HBA &
1 mm FilCAR L, § 5 oFEEZICEH Lok
HEAZHE LT, HEWVT, ~T U FE 721K vE
PR R E A A HE LT,
5.3.3. Mk #atEr

UK 250 ¢ 22 HBA & 1 mm 7213 2 mm i
(ZHBf L, BT & [FER D 1L T~ T AL & 72 10
IR BE LR & S LGl E EH L, ks,
FEBRITZNZN 2 4 OIEHEE THRE Lz,
6. BRRFHT 5 43T B OFFER
6.1 SFHTRBIOBIMER L UOREFHEORE

[P 555 it i C AT U 7o ALER IR BURE O ML ekt
ok AEEd K OVURS By By skl & ) B AL E 1%
ICFNFN 2L E— D —CHE L=, FREDH
JE7>5. 1.00, 2.00, 5.00, 10.0 3 X 1*20.0 g D5y
Hratkl a4 6 SFRELL . 2406 ORI & 547
L7 mfralehE, BRI & lice— I —HNoaE
X IRMUTZRICERIELTZ, 7ok, HBB X
OSB3 200 D28 8 mm DEIAE Ry R T
FRELL . §FE#OFIRIHIIIEE ZRM L0 X
INTHER LR b otrak b 2 B L7z, B
ReBHI, PO LI A =T v & O TREEL L 7=,
6.2 EELOBER DI & LB IR D LB

X <IRFD U728 X o MU Pl b X OVoRy
Bt O RN D TR 20.0 g A4 2 SRR
L. iz 057EfE (10000xg, 10 57, 20°C) L7=, fFfE

EIZ XD & BRI L,
BRI ORBRIREZ o0 LT,
6.3 B/l DR & BB D LB
SLER X DML R 1 kg 2 BB E 1 mm &l
AR L. ~TREC XY i B O & s oy
B LTz MRRER2 6 2 E 20.0 g DoHTalE
w46 I, RERE 20 LTz,
BT OFEM R NI OV TRy FEAFFE s
FErZRIN,

[2] BAREDZIT HREBFARGEORD

1. &

brp, AV, HREROSTFEHWE,
2. WHA

WAL IREE ST A (R >99.5vol%) K& ONEIAZE
(MEE>99.99%) IFEA LT, NI4T A AL,
WALIREE T AR (A B A) I RTATA
A B A e L, R L 72,
3. #E

¥y%13 Robot Coupe BLIXER-3D (=7 - =
Lo T A8 AR 3000 rpm, AESA R 3.7L)
Z Az,
4. REIFRR

FRIAK) 500 g 240 Lem A » b L, &R
5 (A) ROWHEmE (B~D) D& L THE
L7,
A. EIREBRE

T N LTZRIAHK) 500 g 2 4B, Bk ic A,
120 PO EEM: L7,
B. WfEMREE (REER - BRHR)
WIREREZR 2 LT v b LTZRIERK 500 ¢ &
Mz, WRIEZEFEN 500 mL FLEL o726, &5
WZRI2L A, Ait4 oFmAI LT, WIKEHRT
W H U 7= B b S B SR O 50 20 B A B i L
AL, 10 B L 7otk 7% 0 OBE R 2 By
BNz, & 51T 110 AR L7,
C. WL (RZATAR - FHHER)

1w N LTZRAK) 500 ¢ R ORIKE B 1.2 %
BDORIATA R TS (77 AF v 7 i)
AN, HBat EAEI0) . 3 oM Tm LT
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HEIZ R T A 74 A 100 g YRS & A
. K9S OREIEES L, M2 mAEI L7k, Bk
& RTA T A4 RREHB OB 2 eI A
o, 10 BRI, 220 D KT 4 74 ZAREGHE
IR 2, S5 110 BRI L -,
D. HFEHmRE (RIAT7A R« P HR)
71w N LT2MR#K) 500 g 2 ifE (-30°C) T
MEERE L. BRE L7z, BRI R Z 4 7 A 2 100
g COWHEMEIT) A Adu, K9 5 FOME#EES L, i
a2 mA L7k, BERE ORI R R 2 I Ic A
A 10 PR L. 2% 0 O wiEae & OV R E &
DO6EED KT AT A A (K300g) MMz, 110
RO L 72,
FHEAEDFERIC OV TIE AR S E 4
Iz,

\\\)ﬁ

BRRE 2 ONRRRBRIE DR RIRE DAL - Db K
O E Bk g 7 it
1. 3wt

Xy XY FONAZED TN LE VAT,
FLroy, B RKEKOK, Lk, RELOE
1., 425 pm OFEAERE 5 5 W8 D K 9 1TE D
BCTHELIZb a2 Wz, ¥y, 1Zo2hA
ZIo, IENWL k., W ATKROG L v DI EE R
B &2 RO THEIS b Lz b 0& v,
2. SHTgLEY
GC-MS/MS “CHIE AIRE 72 23K 151 {LE .,
3. HE

B B 7L B AL & 13 FR E R EE o A ) B B AL e
HL{E ST-L400 (7 A AT 4 H A = 2 8) Zffif
Lz, B, BRI =DTLF, A7 2Ty
VbV 157 (ODS) =47 2. (30 mg M
O 50mg; £ ALE 4 Smart-SPE C18-30 & UF Smart-
SPE C18-50), =F L V7 I V-N-7m L
e U B (PSA) 2 =% 7 A (Smart-SPE
PSA-30;30mg) (WTFNET A AT A= X
#) & Hui,

GC-MS/MS 4 %27 m~ k25 7 7890 (Agilent
Technologies #4) & OVE &3 #1#t Xevo TQ-XS
(Waters ) ZfH L7,

4. RBRBROFAN

(1) H5E - BEOLA

RE - WEOGE TR 20.0g 12, B8 - FEO
BTk 10.0 g (2K 20 mL &40z, 30 43k
B L7, EOGAITTFE5.00 g 127K 20 mL
Mz, 30 pfE L=, 7 h=hU v
50mL A0z, K1 5EREDTFA X L%, 7
AV 71K 1 em OEIITHENZAHE AW T
WSl A LT, BEWERY . 7TER=FU 20
mL ZMZ, EFREFEERICHE A XLtk
Wl A L7, oA zabdE, 7Tk =
kU LA Z CIEMEZ 100 mL (iR & Lz,
TR 2 N A 7 VIZ AN, B ERTLEREEE I v
~ L7,

(2) HERILEE

PUF ORI B B AL EREE & 2 T T o 72,
C18 30mg: —EtH) I="7LDFIT/ AL
KONC18 (50mg: —BtH) I=7 7 LZHi L,
TERAKROTER=RUAK (9:1) % 1 mL
TRk =T 4 a=r 27 L, ZHUCHIHE 1
mL Z8ff Liztk, 7 h=HFVU/Kk (9:1) 0.6
mL ZiEA L7z, ZO%EHIK (AmikEEte) %
J RVINHIEAN LT 10 wh%iE b T b U o AR
25mL THR LA S C18 (50mg) [ZARTL, &
HRITEE Tz, 7 AVb S BIZK 1T mL Z1EA
L. Cl18 (50mg) =47 L%&¥H LI, C18 (30
mg) J=AT7LEMVH LT, C18 (50mg)
=T KEEFRL T T2 g s,
PSA 30mg) I=AT7L%EZTE M JKOTEH
vi~FH Ly (15:85) A 1mL CTavs 4ia=
Y7L, fAiRd C18 (50mg) =47 LD FHEIZ
HWE L7, ZOMEEL T AT hr/aFd Yo
(15:85) 1mL #{EAL, BHKZS, RFE-
HFROGEIT G ONTERIZT ' Fo/~FH o
(15:85) ZMAT1mLIZERL, RERIRIKEE
L7z, B8, GHEEOROEAIIEONTIEKE
WHREE L, 7 b /~F¥ 2 (15:85) 0.5mL
(BROLEIL 025 mL) Nz T L, HUBRE
WweE Lz,



BHAEDFEMIZ OV TIOR8 S £ 4
Bz,

\\%

PR 3 BALE L STEEEOA L FA L fbE HiE
L7z ¢ B B T ORESL

1. FHRBEEY RO M

VAR —hK (Gly), 7k r—1 (Glu),
Bz s oE N-78F 7 U RS — |

(Gly-A), 3-AF)NHKAT 4 =a 7o F ik

(MPPA), N-7&F L7k x— 1k (Glu-A),

BARNKERENIIMRERE, 7 A U BFE, BT
FHERBLOHEFELER L, fEHRKE 31X
TAVNFET T INVERE ., W T XEEZHER L.
BAMTREIET AU BEEEHR L,

2HEEE R L O LC-MS/MS il

XNEME DGR IE s v~ N7 T 74
7 NEESHTE (LC-MS/MS) Z i LTz, ik
n~ b7 T 73 EEREFT O LC-30AD DR
7"& SIL30AC DA — b 7T —%fH L,
7 LNE BRI EEERERT RO LCMS-8060 %
fFH L7z, 7341 7 2121 GL Sciences InertSustain
C18 (150 mmx2.1 mmi.d.,3 um) ZfEH L7z, MS
DAFAE—RF=L Y hr XS —AF

(ESD A{LIED R YT 4 7 A 74 > F— KT Multiple
reaction monitoring (MRM) % HNTo#r L 7=,

3. RBHRH ORI

B Lo KRERE 1g % 5S0mL ARY 7'm v
L UEIRE ISR L, SmL OBHKZMZ, 547
M & 5 Liz, 2D 50%7 & k=K UL (ACN)
KA Z SmL X T2 10mL & L RE 9%,
1930xg T 5 sy 0ot A 1T o 72, BIE 0.4 mL
& ACN 0.6 mL #iRA L, 5 rFkiE%, 1930xg T
5 3l Do BEZ AT VR 2 87 LTz, 1T 0.025
mL & 10%ACN KIFiE 0.975 mL ZiRA L, ikt
R & Lz,

4. RAEHER, EERB L OBEHEFER LEE
S

EFE A — U » 1% Presh-AXs (48T 2 )
ZHWz, 10%ACN KE#K 0.1 mL Ta 7 1 &
3 =7 LT RICERH K A 0.05 mL A ff L7z,

0.02%ERE /K17 0.1 mL T4, ACNO.I mL T
EAHHR OKREI Y BRE, BAKEIT 57, BiKE,
10%MTBSTFA-ACNO.1 mL |2 & » CEAMH T
EAEZITV, FRIC ACNO0.4 mL Z ¥R L7=/8
AT IANEH, AVT v 7 2% 10 BRIT- 7214
(2 LC-MS/MS (2 THHT 24T o 7o AR HEHR DR AR
ABAZ DWW TUEREH R O LB & [FAR D 5 1k %
i L TR, 10%ACN KIAKIZ K 2 e, ik,
AR L O 21TV, LC-MS/MS (2 THrfT
{172,

FHAEOFTEMIC OV T AT e £ 4
Ehzw,

W

C. RMRERVELE
B 1 BREEEESITICE T 2RERR G ED
B’

(1] BEYIIR T 2B S ERUORE O
BB oITHE R~5 R DB ORET

1.1. EHRBROBE

N CRERR RS SNTZIE O NAE DI TR
SRR 2 2 BRI L7o %, Bkl 1 B
BRI L 72 223 2 el & U7e, HaElBl o 2
PIEARERIIA 35 ¢ TH D | BIF IR O RZEEIT
2O > T2 B 2 Eak B T o 72,

1.2, Z3HTiE D 224 AT

Koy T R SR FE D 2 Y MR IR IR IR L 7o i
AR OEMEIT, MBIFRE 0.99 LLE L BAFTH -
72,

R O BERINGEHNC B 1T D 2550 M7 % 2 = K
DIMTRERIL, R TEERAKM Ch o1z, 7 1
~ 7T b EOK TR RO R FIE
IR Y ED 30% %2 2 1E Y — 7 133
HIVT ., B HTEDO BRI RBEITEE S btz
Mol

7B D PEBE A U o & 53 ok G2 2 36
Z 0.01 mg/kg. 0.5 mgkg. 8
50 mg/kg WMNEEL) B DR, RSDr &R 7=
oo X BT, MAERX O MR A V72
0.5 mg/kg INNFRETOEILER, RSDr & 3RO 7ZA3,

15 mg/kg .
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ETORNMBEICB T EDOONT R SR
EDEFHNOFERTH 7=, 72, 0.5mgkg HN
REIZBWT, REt OB EIREED . dnEl=E
OFFERICHE LW L 2R L, B,
~ bV w7 ABFIN =19~ —32%z8D b=y
TITU, TNT =) AR BRIOULA R
NZOWTIE, v MY w7 RgERERA L,

1.3. B EALIRRE DR

1.3.1. BELREHR X O EIRE O ik

AR T OEEARR R < 22 IE W ETZY
DRI 72 0 | MRHEEL AN\ 10 FRERAZR & 7
WIEO T DA 20 0T WD EER LT, 2
NWOBIER RO 1 M¥E L E 2 B
TH LKA B D S R T & 5 TR
BH & L7e, F72, 4 oMPEL LT R 2 K&
REHD RIS, BT @ AT & RRRE D
WOMIRREBICHE L SN T D ST L, 2
Iikiratel] & L7z,

RIZAT7 A AAFFTI X —HEb Lz TR
FEEURE] 12, EIRIRRED X %9 —T 4 43[#E)
B U 7= o st & [RER I K X 72 B 78 i
HIVT, FREIAHGHZRE E CHELIh TV D
ZLERMR LI, £, FERIEICKT 2R
F O At OFEHT —50°C &+ ITRIR IR~
T, RyF—KEThHoTZ b, R
TATA ZADORMEITHY) TH o2 &BZE 2 BN
%,

1.3.2. HWEALFHALHREBRER 0 B Bl X 3 L U@
FIEOLE

AN TAERIZ T I D g mi R (F1EER TO
i) 12, MR 1 mm T 16% (12 £7-1%
20%). 2 mm fifi T 56% (52 £ 7213 59%). kst
EED 1 mm T 56% (42 £ 7213 71%). HAE
BEO 1 mm & T 84% (80 £7213 89%) Th -7,
TEARVEE LB B 2 @i = 1%, MU AeslEl %
2 mm fifi, M FECERS L OGS AR A 1 mm
ERCAm L7235, VERRERI MR < 72 D 1206 1Y
L. BB © OFmREIT, ThEh
84% (81 £ 7213 87%). 94% (94 £721% 95%) B X
W 97% (MFEE D 97%) LieoT-, —FH T, M

PR D 1 mm BB IRl BEIRIRERE 4 o0 [ &
TEi~ORBAMERLY EBEBEENKEL
7o To T omiERITAOMEZ R L, el 4 430
W TR THN LU & | RS BEA IR 10
M CONE @B ERIT 17% (16 £721% 18%) & 72
olz, BT, RERESG CHEESNZIEI> AT
9 REHZ D WT b & BB AL BUEF O it KB i L B
RV EnEiEE A 1O L MU ek,
WO AEENS K OGRS I PEaBE D 1 mm i B IRE
23T Dl ERIE, B UEARH T2 22%,
98%35 L TN 98% & 72 0 | Hilidh & IV T2 R & RlRE
FEDBBETH 72, TNDHRERND, TR
R CIEE 3 2 1ER RN B b 597, Bkt
BEALREEZFHEFTRE CH D Z L DR ST,

A~ T RLER & K PRV ALEE 0O 45 i i T 1k A b
gD &, ~NTHEE LD &K LEE D T8
ARH, EHITHE O 72 WG 72 75 T 2 1 fife |2 31 R RE
ThV, B HEEFMTCOFHIMERENZ &0
5. BEACEREO @ EEAN Tk & L CHEEITh
HEEZ B, I, KL TO | mm
i lZ 31T 2 @ == I B C 94%., RS
MBI T 97% Th 5 Z 0D, PR L S
NEERBHIZBHE ¢ YTORENSHE 1 mm
fifi 2 90%LL Bidi rliE Ch o 7=, £7=. HELD
FREN R DB N HHCTE 2 Z LR SN
77

14, TR EHTERE D

WD EE (1~20g) THHBUENZFEE L 725
D JEIEDIWLEPR L A R D T2,

Sy T RRCBHIE B & 0D B2 78R A BE T L REAT 3 2 72
DT, PR X O RN 381 5 20 g
TR HRE D Y- P41 BE L2 k9~ 2 45 S 3R s K OV
T ORI B A et LTz,

WO PEEL B K OV e slBHZ 36 1 2 18
FIRHRE X, ~ T FA4 v 2BR&E oW O EE
BRI O THRFERE CH-7=, —J7 T, M1
PR O R 1L, 2 HEUEEL 0 BN
B &7~ Ule, FIRZR BT 03 5% D ML ikl ©
FHRHREE DMK 72 DE AL, FEAEEEIZ S 06 L 7= b
~ FTCOGRERE b —ET D, ~TFAUITE
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F 2 SRR B 1, R AR <ok Rl <
AR EDIE TR E < e DA Z R L, fho
B L B Dl Th Tz, SHIT, KT
fili U 72 BR O S E R R 1T, Ao sl ds L OV
FE R CERFERE CH U | M REE TR
< 72 DM %2R LT,

NN ik VP SN i R S SN ORT ¥ Y e
AREHZ BT DB RO EDZLE) (RSD H) %
g Uz, ~v A R U LSO REFRIZISIT D RSD
X, Mo atErs X O s Ik
BLOMREIZED BT S%LL T E/hEho7o,
ke cix, ekl A 1 £k 2 g ML 72
A2, RSD S 5% % M 2 2 BN RSz,
— /T, ~ULA MY R, HEAAOREIZEDL
TLWDTHOBFREICBWTH RSDEAKE <,
U PR3 & O B T 2 T ORI
HETS%UEE o7, IHIT, ZNEND R
DRI BT D & 7o W EL IS 72 ZE B 5F AR 2 FE 5
D121, A REOWIEEHS K O IUE
BT D 20 g FREUERFO /> HTHE CHEIE L 72 FE xR
FEOEITOEBERN L, BHEMAHEIZLY
TR 72 50EHE, IR CHIEL L7 & bl L
THEMERE LS 2D | OWTEOEE /NS 72D
EDORENDD, LnLenn, AHFFETIEET
DOFFIREIZIV T, BT PEEENO RSD H73
HREL 2D FEHYEMED R BIEEED b vl
277,

1.5. REFEORE

e KOsl & 1 RFRRTRRE L 72
BRI EE, PEBXOTENOHE L 25 o
B G, RSSO BRI ORIES
L7, EEWEAERIL. TE<HE<EEOIE
TEL 72D, THEL LERTOZEITHB R X
D bR CRELS R0 T, EToL FRERD
BIEALRECIE, FRBICIB WA O E <
AR S AU, AR R X 0 b i Rl C R
{Tpgofee TNHOFRERIY | HEEHIFHE
&0 EEICEESD, TSRS TS 2
& DERR S 7o, HU R CIIHLIR 2 B A3
KpEERLTWDH2D, Mpfatel L HE

{EEEH OWRIRE 53 23D 72 <. TIEICER S D
WRENHELS oz LRI D, Zub Ok
BRI, PEAEEERRER D b~ b ERIERTH - 7223,
E O NATL D OIFFE O [EAH & AH O 53 Bl D
®ETH-o7z,

FU RS L OB Uk & 1 IRFRTERE L 72
BICHRR D =@ IR L 720 sl o
7 BB AVIE % O MU AR B K O sk
20 g PREGGRR IR BE CHRIIE L7 AHHIREE & L [R)I
RAZ BT B 570 5 =GR O Y-2) 53 Ml o 25 8 2
BetLic, /7770, A3IX7/u7Y RBX
VW7 = Eud v A— hOMEHRE X, BEo
RECEADLLT LE, PER IO E TR
EL7y, ZJ@HOSIEOZEE G 3%LL T & B
VAo T2, LTEN- T, 2SO I HHE
% b EARE R IR — 2o L TnDd 2
LR SN, — T, TS OEEKIT, T
JE L LT, FEB IO E CRENEL 8o
7o WHER OBEALRE TR, REICEEY D,
TEIRIER AT H 2 Enb, 2 b OB
B ~DH NN LB E - iXdE o
JRIRENE L ol LR IN D, Fio, T
NORETHEBITBIT DR, Mt
BEE D bR TR Ie o7, Z o mNIE,
BEALEZOOfER LRk TH o7z, I HIT,
[Fl—J& & 0 FRER U 72 0 #radokl 2 A5 oD 3 P 3 L
THEARR N, 2F0, BT 2EMTO
FIXHREN R 2 2546 TH, BEANOREREIT
MR —Thod Z ERRBINT, b DOHE
BREIOSHEICE L T L, MEEERBRO b~k
L RROBEM AR L7z2s, SR BN B 1T R S
N b~ bED ZONAEDDFNREERITO
IHEDZET NS Do Tz,

1.6. LT EER DOILEM & BB HIK D B

K <R L7z ialEtodEr oL 72
Iy TR & dm D A B KV Ay L7 TR & B
HHEF OB JRIEDO LR Z A LTz, Ml
IZOWTIE, mO0BEIC L REh BT, |k
BAIED T EUC & Tp oz, HUHEEH T, R
[ A3 K5y & PREL L TN 5 72 O IR AR ] 43 23 )
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RInoTe B2 BILD, KT ~D53BEN FIRE T
& o T BN B 1T DIk & EE AR O E
#IHE 40:60 ThH o7z, /T T7T70BLOS
a7 ) ROFERIT, WiEsy OBE R & FEL
LTHY, EEAHEE RIS 254 LT
W5 I EEMER LT, TOMOERIIILEA~DTF
TERN LR LD bE< 20 BIEROMmMEIME
72 51F LB~ OAFAEZ 0 803 2 8 7 23 e
BENT, HEED n-A 7 2 ) —)v S KEEAREK
(log Pow) & ILEEH OE(EROMITIL, FRVIEDHH
BINHERR STz, LT o T, VT 77004
X7 TY RO XD e BEE YO & RS
ZhrE | BRI X 0 B~ LT 2
EEMER LI, LSIHIZBW T, Y /777 0B &
OA 2 F 7 7Y NEFEROBEREH T
BRI =L, ~T7FF o, XATV)
V. INT 2 ) 7 A rBIXOAULA R L
M EREMMEL KDDL N TR TR 2o 7z
T LiE. ERASRENMRET DMEEICHRRT S
TENTRBINT, L, TzrERrFIA—
MZOWTIE, O BEC X 25 i ERY -~
DIFERDBE Do T2y, FREZPET TIIsEIc
BJ—Znm L TR, oI s Big LM %R
L7z, BEAREIIC T 5 B B3 E Y
~ORIENEICHRT D/ERIE, S8 9 2 izl
HOCHEEED b~ F TORRE KT 5,

1.7. BR5r R DFRIE L miEY O Lk
Mkl 2 BB & 1 mm OFRERER @A S &
7% O EFRE RS L OlmY Iz BT 5 & R
DAFAER E | W53 TOTEOZEE) 2 Mt L7,
fii M % O Rk 3 L ONEIEY) O H T 80:20 &
720 | fii EOFREICITHR e B AS, wmime iz
(B ) | A Qi B MO - & R B
(<l mm) BEEN TV, BESOKBEOGTE
X, 76~85%TH Y, FiEDOEEL =R L HPT
LEMAER LI, DF D RIEOWEL R 7 ME
WD BT, W ORI IKRE & @RIl
RBFT 34 LT, @O HER oL & B
HE~DHARNZBNCY )T T, AIF 71
7Y REIRROEmZ R~ LTz, LrL, ~7FF

SOEATV ), INT ) ARy, T
e A—hRBIOAULA ) IXEEY &
% < BUILKE Sy ~DIFERDPEm L 2o, Ly
L7223 B, BT & 25355 O BTS20 R~
DRBEDREIT R SNZehodz, 1IEH2NAE DI
FHHERCN SN L, REFEORZNEICES
MFELTND EHEREIND, SHIT, HIRTODY
EALRFICITMEE OX X 0 L IED F B AMIZ 72
DT UVMEHMMNBIZE SN TS Z e, sl
ISP (AR PR Bt oD LE IO 70 < 70 o T BERURE
Ik ERICHZBER LB DN, WRE
TREBENFRE T D HEH Ky & LT ER @A 1
BENTWZZ LD, Eim ik OB R RE 4
Y=l LB RO —DEEEZLND, — T,
LA BE O B ARICIXEEM NI E A EE
ENTWholoZ et EHEME 2 G
P 3~ D SR A R FE D log Pow 23 1C
RMEniztBEZ bbb, £, fCkvaplL
TENENORENCB T 5 K EEO WO E
X, RTORETEEY L bERETRELAR
ST, FBREIIARDEN DI SN TSR
MBJ—IZEN BT, BEL 72 sl ~ D A~ —
IR IABL D EE B A 5 2 T2 ¥R &
EZbhb,
BAEROFEMIZ OV T e & E %
v,

W

[2] BAEDIZIT 2RABFARGTEORES

B0 3 R A IR RSB 5
DRI EOBEMBFOHEF & EHEEELZEAT S
7o DHFZE] Oy HERE TRRATRAL D28 AV
JEE IR RE DR N O3 TG SRS ST 95 78 & kAL
HEORRH TIEERFEE VT 3 FEO BHERE
(RIRZEFR - BREF, RIA4T7A4 A - T
FORIZAT AR PR HR) ORIEFIRE
st U, 3B OBkt 2 IR L & bl L7z,
WEAEEE X, BREOREORBIRE S LD SED
(oW, FOREN . FOIFE. KOFA., K
DRENE K OB DOFA) ~OuE v 2 e L, $HA)
FlZEmL, Mo 2 miEoRE s %2/hs<
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THLZETHEMIbHEATELZ LR,
AAEREIL, WMEAEFEREST U725 W ORI RS, 14
DKFEY (Hd, 2O, H eI ROST) 1T
TE L LT, 7ds. BB OB MEITE R
BHEITINZ B 200, A OTIR, [BlEEE,
R, MAREIC L > TRESBERDZ LM
B AWML CTITRESCEEY O L& ML T D B
WCHWEBL T OEBTITH 2 & & LTz,

M . REEIRSEORETCHHIA TV
Robot Coupe BLIXER-3D ([a]#£%% 3000 rpm)
EEREER 0 120 DR

ki . 500g

1. BTG E OB

Hid, 2V, IREKROETE 2em HIZH v b
L. &HECTREFAM Uz, MEEEMN L%
WOk & RERIC, IRIRESR « s CImA
Bl LCRIRERZ 4L, RIATA A TH
AMRRTAT AR - Pl S NTIE R4 7
A ABZENENHRIRED 1.2 FELD 0.6 FEH
Wiz, ZORER. HP KOO TIENT IO E
THIEER L, Mg EZER TS 2 LR TE T,
—J7, I RE RS T TRV T OB RE T
b, EHERFIZ A OREEAMEE L, BT 2 Z &M
T&E7ehole, THUE, B LIRS &R
e DRER/E R ORIZEEE 5 Z & I2 X0 | A [ElER

TERL o2 ENFRF EBE 2 BNz, £ T,

FRIEOREESEZ 1om AL LTHRIROE T %
BRI LT & 2 A, WO FETH N oA
PMEIETHZ &L, BT 52N TEZ, IE
FEFERF LTZROBOHAICON T, KIA4T
A A« PhEHAE F N CTIHBIEORE X% 2.5cm A

LD LEMMNNEETH T2, IO DRERND,

AKRED T 55613, Tem MLLTFICH » B
LT BT 08I W E 25T,

A REZ ORBHREZHE L2 2A, K
IRZEFE - s R CTlE-51~-35°C & 7e 7=, K51k
. BRI 32 TR 2 3RS L 722, AR

R DIAET T 120 RS 2 HIETH 525,

AR ZE SR THRE Lo iRiamied TIRIR & 72 5 72
D, R OBIRITRD s otz Ll

WD, REZRIKESR - iR AT LG 6
LA TREHEENRLRORm o To, WRIKERT
WG9 5 &, KEMOFNRIZE LT 725
7o, WRHRRIC BB U, itk O UBHEE A3
L polb DB N,

RIAT AR T HFATIEOT ORI H-78
~T75°CL 720 RTAT A ADOHIERE L 1FIF—
BlLl, RIATAR - PlHEHAE TN TIE S 2 &
REFIZ-T0°CLA T &2 o T2, kD KE &% 2
cm A L L7EH P L NZ N TIETZENEI-36°C LT
-46°C &£ 7e o7z, 2 em A DORRIRZ VR E Gt 9
L EIEEICHLS 720 1em AORKIK LV &
BN LT Wb EE bR, B,
IREERFE T B L2356 PUEHEE X 24~33°C
Elroloiod, BT L - TR LT W RIS %
ST % BRI EGRE My it CRUBHAIL T2 o2 &
WeEE X LT,

2. HRBIFARIT L T OBRBRRILO ik

RS PE TR L2 EHT T o/ b
NUFX—IRIZ7RY  BETHDLEIICTRATZ, L
U, BfiET 5 & BEIZE > IS T
BRVWKEVERLBEELRDO LN, 207D, fl
gt ORBIE T H 2 L & LT,

b} KO TR EHH R 7 LM TR E ZEn
RO BT, 1 emx1 em PLED K& 7ok 1130k
RTERPoTe, —FH, IREXRET T W
TNOFETHHAESII TR 1Temx] em BLE
DR DFRD AL, HIRBEREE D J7 D3 HAE I e
HBED L REBRENRR NI,

WTNOFRE S RENE <. 1 emx] em BLED
o LIS & leile+ 5 O1ZNEECTh o 72, £ 2T,
15 5 T3 T E AT o 72, BB
T 1lmmDSELNEEL, 550 EORKE L g
THZ &L Uiz, MiEaEtel 10.0g 127 h 50
mL ZMNZ THREID T A X (1450) £72133EE 9
(5 of) 562 LICLVIToTz, 7eds, fhiHEe
RV 1EE Lz, ZO/RER, HPKIUZ
OCIEEE S E Y b ATV A i)
DI ORI OR8N S < 72 DA B RS
iz, Filo, 2 WTIEFIREBRE L B s



DI DRI ORI/ S 72 AN R STz,
—J., H@TIHHHE (FREVHA ZHREE D) R
BRI (R IRERME/RE R I X DR E
RETHEO DN ol I RE RS T 2wk
B L=skBh ek, IR E S % S 1 emx1 em LA
EOREWERRONTZ, £72. RS L 7o
EBlaRE U A R LI 25, KY haro
N DG E - CTEERD BT TEIE L, #ER
WEECTdH -7z, FIREM L7230 Tk, iR
HNOEFEMEIET D Z &, REVTA XEAT
D EMTELD, RERBITMN b 7o
7o TR LT3R T, 'YV A IR ORE
(ZIREEAME 1L LR Do T- D1E, Bk L 7= 0kt
FOBERRENTED, AU FarrOFITKEKED

WL o Telew bBZEZ b, ZNDHDREND,

D 72 EROSFIXBHAEE, FIRBEED WS
nt, WEARA 5 EE 2 Bz, RERRL 1D
R&E SIFHHDRSOIEOIX S S EITKE L
WETLRREERD D, DD, HIRBRE,
HUEFE O W b R &2 & < § 5 %12
XU, WEMEZIOICM ESEIMERHD EE
2oz, £, BRI T O K& Sk 2%
FONHEDIL S D E ~DOEEL BT 545
NHbdEEZLNT,
FAERDOFERMIC OV TR S E 4
i,

\\\)ﬁ

BRRE 2 ONRRRBRTE DR BB E DS ELL - Db K
O E Bk g 7 it

1. BIESHRM

ARFTCIE GC-MS/MS THIE 7] RE 72 23K % 5t
R L& Ulc, MIEIEmESE 72 IE D "TREZ: APCI 14
ZHWTITo 72, EIETIHEE, ¥V v —H =R
ELTAY T LAEHWSMN, APCL LTI~V T
LORDVICEHRE AN THRE RREKTIX
Aoz, EHR1 %5 AT, RofEaBRiaikiL,
FUEFHIEEE S 0.01 ppm D & X 0.002 pg/mL & 7
% & O\ ZHBRIEIR O IR E At Lz,
2. RBRFIRFAY S EOBRFS

(1) Hhit

AT TR E B Bk H e~ D 3 51 E 1
AN R TEL—FoiEElRE T2 L
ZHWBE LTz, 2o, iz —F Rk
[GC/MS 1T & % R3S 0 —7FBRE (RFEY)
> TATUVY, 52 - B3 (BUBF20.0 g TIET
¥ h=FrVU (1[EAES0mL, 2HEH20mL) T2
[BlREUFA X, B 98 GUEH10.0 g TiX
K (Q0mL) Mz CHAML7=#%, 7 h=hKVU )L
(1[51H S0mL, 2 [E1H 20mL) 2 [B[ARETFA
R % GREF5.00g) Tiik Q0mL) %Nz CHY
ML7%, 72 h=r UL (1[81H 50mL, 2 [AH
20 mL) T2 RIFREIFTA XEITV, T2 2
bl Oy e

(2) FEHY

GC-MS/MS % H\\THE L O 7% 3K 4 1 E
TOBE v~ M) v 7 ADOEBEEZTTIEET D
T OV TE RN R E & DA AHE R 770, &
RRPEACHER Sy . et AcHER sy, ABEFELIRET D
VBN D, 7 RABRIE TN XY E sk
RHERR Sy 2 bR LT2t4, ODS X =% 7 A IR
Ry Z2BREL (BHE. T, KOLBA) . PSA
KT T 7 57 A NI—7R 2 TR MR 7 AT
tRERTFIETHY WA TR HOHATWY
% QuEChERS 1£X 0 b IR ENEEZ L
o, LinL7aenn, @a—7aBik s gt
T HHIKENZ T2 FREFIED 500~1000
mg DI=HT7LEHNTEY, HHT AR
B, Flo HATO, WA I EO KR B
VT ARG - RE T A EER B D7D, Rl &
Y5, T I T, WSRO HREEHIT 5
Elbic, BERROEMEA RS Z L Lz, F
7o, —IEOREUEEA BB AT LS E 2 VT T
YT EMTEDLLOMFI LT,

DA A Sy DB 2505715 DRt

IR My 2 RET D72, CI8 I =7
LRERARE LTz, BERR 2T 2720, =
X Th?, R EZOEE I =0 7 LA
THZ LU, Fo, KREIZHWSI =T A
DOFEHANRZ BT 5 720, BRI 2 ik
4 ImL (GBA—FRERED 1/20) &L, C18 2



=77 AT FEHAIE 30 mg Gl —FRBRIEDK
133) ODb0EHNDZ & & L, da—FlbR
ETCIHEN%ZOTE = I VEECISI =T
MZAFm L, T b= U ATHEHRT S, Lol
REMETITEREK L L BT < OIERMBIEIHERL 5y
HIEH L TLE Sl my, 22T, C18 2
=71 7 KRR IS 1T D ¥ H VA IR A i oD K (]
IR OGN R A~ DB OV TRt LTz, &
A L7 h=RMU K (8:2), (9:1),
(19:1) X7t b=k U vz H T RS &
0.1~1 mL CREOEINEZfHRE L, Tk =
R U LK (8:2) 0.6mL CTIHEEILEER () 70%)
Tholed, 7' R=FU K 9:1), (19:1)
KOT7 ¥ h=hKULTiX 0.5 mL LA ETRA R
N (295%) BNEDHiTz, CIS S =H T ANHD
WHREEE LT r=rU K 9:1), T&
F=FUAOK (19:1) KOTE F=FU L (0T
b 0.6 mL) ZHNT, (C18 S=HT L (—B
H) 720 OB AR %2R KREDT T v
7 RV 2 RBLL, GC- (EI) MS TA X v L
ELTCTICZ v~ 7T L&HEE LT, £ DFER,
TER=RUAK (9:1) KON (19:1) OFRT
Bhr=bFU AL BRERENEGNZ EPRRE
Nico 72 h=RrUAK (9:1) KO* (19:1) T
LTICZ v~ b7 T MIKEREWVITRD b

Mol WHICHWATE h=F U LENLZ L,

Bk T2 BEHDCIS R =4 T AR TOWSEO
BRICERENRFF ST, HHIhLT <o TL
EFOo2EMmb, TER=FUAK (9:1) 0.6mL
THEMT DI &L L, b, REMFTREE
(<80%. ¥ MV w7 A{FET) &lgo7cdiX
fenpropimorph (75%) DHTH - 7=,
QLA HE K Sy DBRE T ORET

A RBE TIEATIC XV . EiRE ek
EBRET D HEERHAL T, BEROR
JEMECH D, 22T, OTHLNEHIKRAEKE
73T R U ARIKCTAHR L2236, C18 X
=75 (ZEH) ICART 22 LT, BIEITR
FrH, mmtERHER D OAEH L TREL, £
D%, PREF L7 B2 R A I YA 32 71k

AR LTz, R, CI8 S=H T & (ZBH) ~
DEAR « P OBR, THEAIENZ WD T L2
T NRIEL T T LDIRFESERTNWEERD
Nicle®, C18 T =47 LI FHEHAIRE 50 mg D b
DaE MWz, WHRZ ARS8, KED b
b7 b U O LA W05, TRz L
JREENRCI8 =T & (CBH) s noT
Kb EHEM SN, £ T, WREHEE L
TR, Sw%IE LT+ U O A& O 10 wivoe
fBF MY U LK ERE LT, C18 S =T A (-
BeH) 220 OWEINTIET & R r/~F 0 (15:85)
1 mL & H\We,

EO AT HIHRICERRE AR L, CI8 =
B17 5 (—BR) ISR LTz, EHIIC 10w
Ak b U U AR 25 mL 2N THAR L 728
5, CI8 S=17 A (ZBH) ICAfTL, KT
ik, 72 br/~F e (15:85) ImL T L
2o T ODORES. cyanazine, dimethoate, lenacil,
fenpropimorph . phosphamidon % O}
propoxur CEIER 70% Al & 72 > 7225 £ DD
R TIE RAF 2 ARG DT, KRR O 2
3D 9 B fenpropimorph (FDOTiR~7= & 912 CI18
=75 (—BR) h oI nanC L
MERIFE EFZ X bV, — 7. cyanazine,
dimethoate, lenacil, oxadixyl, phosphamidon } TF
propoxur X FEEEAIRRME D O 3K (log Pow = 2.1)
T2, C18 I=H7 L (ZBH) TOARM -
Ve OBRIC —HEH L CLES LR REEE
2 BTz, TS DOREFIIAIREE & L TkEH
WD LR 1~26%E T LIZZ &b (K 5-
D, AREEE LT 10wnv%iEle) Y o AR
WD BN K o TEFEINE M\ -
T ENER SN, o, BLAnA FRE
3£ (fluvalinate, permethrin 55) A LR R I
(DDT, DDE %) (&, fifd Di8EE 10 wivoolfi
BT R U D LB HARIZERT 5 & BN
KT L7, b DRIEIEMBETH D720, K
DHTHRTHEI =T LONBEFE I FE
ANCE L, 7' Fu~F e (15:85) &z
THEHENITLS KD Z DRI,

oxadixyl .



LEDOFERMNS, C1I8 R =8T 4 (—BEH) »
O OEHIEZ 10 wiv% it F N Y 7 NI TAVR
L7235, CI8 I =FT7 . (ZEH) IZAfML,
K THeE L, AR CRIEZRN T2 L &
L7z, 7B, AEMETEEBIXE L 25 B
(fenpropimorph Z R <) 1%, FEA-ERESL L7 LC-
MSMS % HW e —F B HTiETori i Th -
77

OEEVEAMER oy o OMAFE DR ETTIE Ot

FEPEAHER Sy BRET D720, @TH L
ClI8 =474 (50mg; _EtH) OTFIZTPSA
=775 (30mg) ZHEHEL., BHEE CI8 I=
TAMBIEHT D EE BT, PSA T =17 A TH
"I HEERF Lz, £9.C18 S =77 4 (50
mg) O FIZPSA I=77 2 (30 mg) ZHHkiL.
T hr~FHr (15:85) CTHRM-IBEH L&
25 (AT RO VAR 1 mL) . FRsA R PE A
i\ dimethoate (42%) K& TF oxadixyl (63%) % B
X, BHREIRENG LN, KIS, 1 ZH5NAZ
ORI R Z RN L. (PSA O BRI
BaR<) RBREKZHRE L, PSA O HEE &
ORI B X D RIERA~DO B A WGt L=, W
TR T T 2 b v /~F 2 (15:85), (20
80). (25:75) KO* (30:70) 0.6~1mL &ML
Too TR RV/I~FH L (15:85) KUY (20 : 80)
Tl I mL TERET D2 EI12E 0 90%LL LRl
BNGONTZ, 2. T b r/~FH 2 (25:75)
TIZ 08 mL LA L, 7& hr/~FH 2 (30:70)
T O07mL L LTS ZLI2X D, 90% L E
DEILRZEG BT,

CI8 =774 (30mg; —BH) b DR
PMEWVEIELCIS I =T 4 (50mg; _EtH)
~DOAL L OEFOBRICIEH LT L E 9 @k
B AERE, TR hr/~FY 2 (15:85) ImL %
WL L THWESAIZ PSA =07 L0
OB, RENEE & 722 5 DlE fludioxonil
DI T >7-, fludioxonil IT7 & ko /~FH
(20:80) TiX 1mL, 7& h>/~FHr (25:
75) TIX 09 mL LA E, 7T F/~FH L (30
70) TiX 0.7mL YA LT L7256, 80%LL LD

EIEVES YISV g

BB Z N THELAZIEINAZE D D
77 o R A BTl L2 2 A, B
BIEOT 2 b REEZ S T 2128, BBREKO
BRRL 720, GENENT L ERNRENT,

I HDORERENG, fludioxonil % R &V EIY
LPEON, BEHRbEWT & hr/~FH

(15:85) ImL TEHT DI & e L, k. A
RHZM T, BB WTHRBRIARIIHE S A
TholeZ b, V7774 MI—RUILD
BIERIIARE L B2 b,

77774 MA—R 2RIV 56 F
ftEEZ AT 2 RELEHIE 2D, by
IS LTHOWDRER SV | JRHEERIEIC
RE BB, RFEXT 7774 NI—RY
R ZATORWHIETH D728, BERERH % B
THIENTET,

2. ZMERTAMLARER

Yok, KE, ¥y XY Fo50A£5, IThwn
LE. WAZ, ALY RORIT OV TR E
0.01 ppm T 1 H 2 BT, 5 A A D2 S MERHAfARR
AT -T2, F v~ D etofenprox (FEEE IR 0.01
ppm, FEYEE 0.9 ppm) . tolclofos methyl (5% EF &
0.006 ppm, FEYE(E 2 ppm) ., Y A ZH D acrinathrin

(FE 2 E 0.004 ppm, FYEME 0.7 ppm) |
cypermethrin (%82 0.006 ppm, & YE(H 2 ppm)
J2 O tebufenpyrad (% BEIREE 0.006 ppm, FEHEfE 1
ppm) . A L > H O fludioxonil (FEEIEE 0.2 ppm,
FEYEH 10 ppm) . pyrimethanil (FEEJEE 0.4 ppm,
FEYEME 10 ppm) . Z5H O etoxazole (FEEFIEFE 0.004
ppm. FEYEE 15 ppm) DOEREDPROONT=T20,
FE RN & LTz, Zeds, WL b R HEE R C
& o 1=, KEH O triadimenol M OV H @ isoprocarb
T FEE— 27 D3O b LSMNIWT IO & 5/
DM AL DEITB T YA A R
TA o OFRMED RAE A w72 LTz, B, BT
KL, PR L ORI O BARE A 72 LTz
o LK 151 F 142 fLaW (94%), KE 151 F
132 L5 (87%) . ¥ 149 11 140 LA

(94%) EZ D FLAZ H 151 H 143 (b5 (95%) .



L x 151 H 141 16EY (93%) . D AT 148
140 LA (95%) . AL 149 | 142 (LAWY
(95%) . # 150 H1 139 {bE9 (93%) Th ol
WO RS/ EFEOM S DS EEIT 120%L
TThoTz,
KIZBWT—HORIETY N v 7 RDRE
NRKENSTZHLDOD, ZOMOEIN/EHKTITRE
RN L RFIEITRERNR R EmN T L AVUR
STz, AP deltamethrin % BR X | {ﬁﬁiﬁﬁ{@{ﬁz
T o~ MYy 7 AERERIKO ¥ — 7 it
08 L ETHoTz, Lo T, KD deltamethrin
(B 62%) ZPrE, HEN<IO%ERYD | 24
PEREM AT A KT A > O BAEME &5 7- S 7o 7z
fEEMTNTIRE~ N v 7 ZORBNRIKT
T neEE 6N,
ETORMTEENKRP-TZEED S b,
fludioxonil [Z PSA X =4 7 A6+ S L7
W ENFR EE 2 BN, —F. fludioxonil LA
H4 D JEFE TR LI R RN 2 & v (log Pow 23
2.1 LLF) . B H D C18 ~D A e O DERIC
BT 22 EnNRREZZ b, 7B,
23 2.1 Kiiii T > T b dimethenamid (log Pow 1.9) |
fosthiazate (logPow 1.7) .
B2 ERNE SN2 D logPoy 1~2 12
FED SN TEEH O CI8 ITRFF SN D MmN
log Pow DIFHRD A TITHRITE RN EEZ BT,
KRETIE, ZAHDREFEITMZ T log Pow 25 5.4
LU DARRRNE D LD R BB~ T2, 20 h
O S A KT HR IR L CRIEZ KD 7=
EZA WTIOERIES BAFRBEIGRAG BT
e, TER=FUL (1[EIH S0mL, 2B H
20 mL) Z#HHEEEE LTHWD E RO X H 7%
JEEDZ VBN L+ ICEITE RN D &
Ex b, ZThbOERBMERIEL T 556
X, 7ER=NIAVEEZEZT DL, TERAR
EOREEZ R WD MERH D LE 2 DT,
FARERDOFEMC OV I e S EE S
Iz,

log Pow

metalaxyl (logPow 1.8) 1%

R 3 BB L T EBEOL T4 Lz BEE

L 723 BB ST ik OREST

1. BEMRFHERLIZED LC-MS/MS &0k
ik

1-1. EHEFERIRE L MS OB

SR BEHRE G IENER 2 FV T, MTBSTFA #&
I K o CTHEMEFEMRILZITV, Gly 5 ug/l B
FOVGluFH 0.5 pg/L IZFRE L, MRM S:fF 0 feiii
{bZ24T o720 AWFZETHWZ Y U LRI A
FIRTIC OH £ EOMFENBLE L, 5 B O H[H
K% #% T B3R T tert-Butyldimethylsilane (TBDMS)
NEHT HKIGTH S (Scheme 1), AL T
A A AZHE T — B Y > I ﬁ%%f
ERFESHI2121T, BKEITO, BRI
Wy = & CRMFBEMRIbZITO 2 & L LT,
FEM ST/ EERE T —A V7 v
3Nk, =7 hr AT L—A 4 Ak (ESI)
ETMSIZEAL, AFX vy E— R ey ”s b
AF UV AF XY U E—RTHONEITO) ZEIZE -
T, BEMAL LSRR O A A AbS MO ik
ZiTo72, ESIIEDORYT 47 XHT 4 T A A
VE— R CHIRZIT o TofE R, T X TOEAERIC
BWIRYT 4 TAF = R TEHWEELE
7o D% FHEMRELER DT T3 —Y A F |
Taxy A Av, BEEFEORELEITo T,
1-2. BEIHOBRE

> U AL Bt DALE N K oy fif % 2 =
ZERMEEINTWD, 20D, BEFEICES
KazAND Z L7 < AHEIEED Z Tt 217 9
VEND D EB R T, RGBS IERER 2 H
W, BENEE L CTEICHEH &% MeOH 8 LY
ACN ZIER LIREOZ NN D B — 7 HFEED
DEEB LOREZE N L, WEBRF 21T o7,
ZOREF, ACN X MeOH (2T Gly, Gly-A,
LN MPPA IZB W THBICRE RS @2 Toin, £
Lo LRENBIFCholz, ZOMREEEE X
T, AT NELRESEDLTOICHRT V=Y
LEBMMICEINT D 2 L 2E 2T, BilRT T
=17 A ACN [ZIEIT 720 728D MeOH (Z¥EM L,
FEfR T E = I MeOH ORBENH TRUE, K,



TN FE 2 C R O 75 AR LA M &
THMBE Lz, TORE, BT U E=U A%
M9 % Z & T Glu BHORED ACN IZHATHE
kL, EHITHELM L, £, BN
FEIF 0.2 mM ORFIZEEEE 2 7R LT D = <
FEEEMNZZE L7z 0.2 mM FEfE T > E =7 5-MeOH
B EM ORGERIEE LT,

1-3. WEROKE

Bl & U 7= 8H O MeOH |34 1&E 7 0 OH iz
0 RA ICHERAAE IR A RS & D & B 2,
OyfR AL T S PNTRREE RS EE LI B 2R i A 1
T L L, TR, BER LONREN
22 L2 0.2 mL/ & fe Stk & LT,

1-4. LC # 7 ADORKE

ARG 18 OFEUE S TR AEE s S (AR ME~ &
AT %, mfl Lo BEMIRZ RV TKRE S
FER100%D MeOH ThH Z &b, REFID
BWATLABMETHDHEERT, D20, &
FHM 23% T d 5 GL Sciences £EHL D Inertsil ODS-
HL (150 mmx2.1 mmi.d.,3 um) & InertSustein C18
(150 mmx2.1 mmi.d.,3 um) FAHWTEE, HERS
FORFFREE O LU E 21T o 72, £ DOFER. HL
717 2% Gly-A DA BEICEWVREZRL, CI8 7
T L Glu A EICEWBEEZ /R LTz, HBEIC
DOWTIEM A T 5 & BIZBAFRFEREZ R LD,
C18 1 7 LNILRFFRFM 2N < BEIFEIC X 500 b
MzoND R —7 DR B TH- -
ZEMBLCI8 AT LT hE LC AT HE L,
1-5. 5923 —T70BLOA— b7 I—
IBEE DR

2 U IABBOS IRIREE SR 12 K o TROSHERR

JENEIT 5, 90CHEDEIRFMETRIGSED &

OH HDMIZ Gly X° Glu I[ZFFET 55 1 k7 2 >
RE2MT IV ML T HZ ENHBILTY
Do AWETIX, ERFMOEMP THOSSED
72, TIv~DV I MRIFREZ baneEE
JRIECHEEICBE L TH T LA —T7 04— b
V7T —DIRERF T o T, BT AA—T D
BEAZ AOCICREL, A— M7 I —DiRE%E
4CE 20CITRE LIS T 21T > 72,

ZORER, 4CHRTIZBWVT Gly-A LT MPPA
WBWTHRICEWEEZ RLENELL LI
EMEWERCTH T, ZHUIH T LA —T D
IRENEWZ & T, BEIFED MeOH & i35 KL%
DI G ML UK FE DM T L7z & HEH
Lic, £2ZC, BT LA —T7 L OIREE 30CITRE
EL, A= 7T —DEEZ 4CH L U20°C
IZRRE Lo CHME 21T o 72, T ORER. A
— 7T —RE 4COHH Gly, Gly-A, Glu
BELO MPPA IZBWTHEIZEWEELRL,
20CREDH L Glu-A IZBWTAHEIZEVRE 2
RLTE, £ BEZBWLWTIELL & BRI 2R
RERLEE, ZOZ b, RELREN B2
T EA—T 30C, A— " 7T —4Chix
WML L,

2 ERRMERIKE FEERMRIEO KGR G DR
ik

2-1. FEBRMEREORR

VU LRSI A FOBEWIEIC L > TS
PEREE N ET B, 7 A FRIZATFVHED 3 O
A L7z Trimethylsilyl (TMS) {b23 & St L<2d
<L RS LT, FEATIFREIZI VT TMS 1k
@ 11 & TBDMS (LA 5L D MS 222 kL2 s L
7ok 25, TBDMS KAFHEHR D MS A7 |k LdD
JRENEWRERZ R LT D, IRISAHFZE C TMS
RS E H W51, 3 Claha b L7 BB
D MeOH IZ X > T2 EHER L=, Z D7,
TN G5 it~ D2 TENE & BRI AL TEAEF TO
BOSIHEEE & v TBDMS ALiR3E A Fv e, JefTif
FEITHBW T, TBDMCS SR L DRI L » T
FHEARACSOG D S, RISHEZE RD D720,
GC-MS 3 #1128 T MTBSTFA |2 1%TBDMCS
Wb o 72 EE WD 00EN L < #s &
TWwW 2%, % Z T, MTBSTFA & # &
1%TBDMCS+MTBSTFA FHEIT K 5 S id <
FEIZOW T 21T o 70, ZORER, EHH0R
Tzl o THRBITFHFERAGITATRE T D o 723,
1%TBDMCS 23RN &L TV AEEIZE W T Gly B
FOGlu iR L, BENRtaERoTz, Th
X, FEMMCRIAERT DA AT A R



EBFIER BN, L U CHEE MR
ERIS LR ER L TS EB X, 2D,
MTBSTFA i3 4 i B el & Uiz,

222, FEBMEREDOEHEAI— N vy VHFTOD
B & AR S D RREt

MTBSTFA (T & 2 BEAHF ARG T RS S
TWRNWZ EnG, BEEPCORISRR, ARE
BECTA B ORI X D L EMEE R LT,
IXUBIZ, D — Y > R CHE R
BT ORI T DR L 5 0 BE L7121
W ok e L, ZofE%R, EET—F
U DHUZERFE LTV D HEHER & 38 R La 3
XRIREZ BT 5 2 &V LT, IRATHR O
A CTHUE T 5 & SRR LS L O BE
T DA N H - 72720, FHER LR ERIE A
itk AEICIEHT 2 2 L kil qtb & L,
RITH BRI AHIRT DA MeOH 8 X
ACN & U CTLENED R 24T o 72 AR
& LTHHEE L7Z MeOH 13758 L L T B HIE
TOEIIET L, S8R 90 72T 0 32k~
T Gly BLOGly-A IZBW T, K& 2B EE T2
FesB S iz, % LT, ACN IZFB AR L LT D 90
SR L THLEETHY, £z 24 FEfElfRE L <
HRE LT Liehrole, ZO/RRNG,
BT HT 21T 9 AT, AL ACN % fii
ke LTz,

2-3. FHEMERIKEE OB
FERREREDBECREEICEET L &
E . WHEBEROFEMRRIEREL 1. 10,
50%MTBSTFA-ACN VA ICFRBL L T, JEE & R
DIRFEAT -T2, BRETORER, X COFERIL
AREREM CAR AT, BEIZOVWTHRE
TR BN 5T, 1%MTBSTFA &k iX Gly
R Glu BDMOBEZHARTART YRR RENT &R0
50%MTBSTA A& RF O Glu FEH M ORI X TE
WS Gly FHOJRJE MR 28, M OREIZ H T
JE & RS EE IR BLAT 72 10% V0K & Beitld & L7z,
2-4. EAEFHEMARLIC L B EEL L mREL
PER D FFEARACE T O B RE U RO R [ R0
ISR, WEBRESETH D, MEXSWE OHEKR

& LT, EMOC-Cl, A/ FEEfE N U A F L, 3.6-
dimethoxy-9-phenyl-9H-carbazole-1-sulfonyl chloride
(DPCS-C1) %4% < OFBRLAEIT L 2 ot
ERBRE ST D, L, UNRESEVS
RS KGFMLENZ EREE ShTn
Do Flo. AV NEEEE N Y ATF I L DFFERL
TIEBERLE CHEE 2R < 2 & B BREIC
A S L CW\W5, 2T, ABFEOEZE A
{BAZ K o TRGSIREE 0 B R [H] D L 3 A 22 17
ST, ZORER. ARBFIET O BEFFHEARIIEIC K
o TROSRIFERD, BONREIT=R (25C) T
ITATZZ LMD AROITEIRIERIEL Y HfET
HHETHDZ EBRHALNE R ST, I BT, FEFE
FERENT L7213 B B0 O IEFHEARLIE & B E
MMEEIZ X DREDFEE 5 ng/ll RAFHEM(LIE
WRIC L VR 21T o 72 & 2 A, FEFEMR L L
T Gly : 3208 15, Gly-A : 308 {5, Glu: 3 f#.
Glu-A : 75 £, MPPA : 23 {5 O BN RLD
Niz7=¥, MTBSTFA DOFFEMRKIZ K > TEE
{fbZ FRRIZ LTz,

3. KEORTLEDE#E

3-1. HhHSAEORE
KREDREHM T Z I HE, RAY, I5E
TH 85 HELEDD, TOHRTHZ X7 EITK
40%% D, EDOLL BKEMETRTZ LD,
HEXIGMmEIZIRIEL, v~ bV v 7 2L LTA A
MEBAEEAEZ ST EnEZ OGNS, £ T,
ACN IZ X BBRY v /R 7 iz, IZ U OIT, B
IR E 1 g ICIRAEESMIEROWEN Gly, Gly-
A:5pg/g, Glu, Glu-A, MPPA:0.5ug/g 725 L9
IZEINL ., IR T30 i S Wiz, Ok, il
AK10mL ZA0Z, #iE O, =0oRE (1920Xg) %
503 T LI TV U 7e, KR 0.5 mL &
ACNO.SmL ([ZTERH v /R0 BATo 70, BrHZ 37
BOWRERN L, AXs EFHI— Y » 2@ L,
AT 2 & TRGE ((RES RIS -1
K7Z 07 HEYHERR) X100 (%)) B IO TR
(RIS AR 72/ R 1) X100 (%)) %
L7z, ZOREHR, 7V R —FBLXOZ LR TR
— FORER 120%x 1, 7LHErx— b



OWTCITHRE LB TR N -T2, 2D Enb, B
BRGNP N E R BRE NI RO ACN
% 0.8 mL, iK% 02 mLIZEE L, REOH
BRAEFTIEIZ L > CTRINE &M TR E A FH L
oo TORER. Gly ORI 40%F TR T LT
LEWV, BRZ /X7 D ACN BXEEITH D &
ERxT, T, AKHhHE 2 BeREIT T, 1 BERE
HI3EEMAK 5 mL, 2 BPEH 1T 50%ACN KK 5
mL A TRA SBE DR Y R 21T o7,
Z D%, K 04mL & ACNO0.6mL |2 X DFr%
YR BEEATO, FEROFHEMRIEIC Lo TR
REFEEZFEH Lz, TOMEER, 7 3ToOx5H
BIZBWT 70-120%I I F 2 BAF 72 AN ER 2
RULTEH, Hx TR EEINEED 120% % 8 2 T
WBDRRIRLOITIEE S 10% 20V R 2R LT,
DB U RTEUINIA F AR
EH5 25~ M) w7 ANERE L, BIERORE %
K925 &5 %2, BRICE - CREZREINER &
EoRMEHE L,

3-2. BAFURHBRIERI— Y v VO
H RSB X R O KEFICB T, U R
HRINWIAR T ENA AL T ) BB A FF
D, T ENG, BEA AU RRBE S — RV
Y VIR SE D 2 L NAREE B 2 o3, AT
LEREIZL > TRFFOBSLC~ MY v 7 2D
RSV EN R D DEM T — Y v ¥ OME!
DETHDLEHR LT, 7o, BA T ZWE
REAE TN 2 CEUKMEE REEECIG A A v R HAH AR
HEEREGTROEMET— U v VIX XS

HOMWHE L, RFEFDOBD RN H D &5 X,

e A A 2 RSB REFL O B THEAR S U 2 [E A 7 —
MU Y DI OWTHFER GRS 2 AV CTERE R
K ONEE OB T 21T o 72, WiRE 217 -7
EEE DRl NN = ) Iv a0 %% SR - N N N A
7 /L3 ((CH,CH2CHoNH,) % #A & 172 NH, [
A — 1tV PR ~—HIKIZ 4 BT I (-
N(CH:);") ZfEA SHE AXs Ef—FY v
D2FEETH D, BRFORR, TXTOXNLYE
IZBWT AXs &l L7255 NH, ffEIRFIZ e
THEICEEZRL, KEbLELSRoTz, ZOB

L3, ARTOBRZ BRXISGME D NH2 ~Rfft
TICEH L L b, AXs @ — KU v
HOBEREOERIE NH2 EHEV— R v U0
BREODEXRIV LT A UERE W DHIE
KGENRSRFF L, FERLTEL BT,
ZokD, YV ATNVHEEDEMR— Y v V%
B2 2 L3k, R SRS IRICRAFThH
SR Y ~—HIKD AXs [EfHT— Y v U &f#
HA+sz L7,

3-3. BRAKHERSEIEHEA— R o VICE DK
DR
KEfHEO~ N v 7 22k, IBE (LyTF
V) RRBEEWBHEEN T ENLTNWD Z L0 b,
I3 U DICBUKPEE BRI & D RIERE L O
ol Eaii-, 2T, BUKMEWE S &R
T 5 CISHEFAT— KU v URBUKMET L OBk ME
WEZNT o 2L <IRFFT 5 PBX (K R Y R
FlLrybv=maAxBy) EfA—N) v (k
) & AXs BT — Y v (FHD 2L,
o> C18 3 X O PBX (ZITBRAME DA HEME &
AXs [ZIZEHIGME A RFFSE L2 LI2L D
EUREOMTREZRE B Lz, L~ Y v
7 R & BRI TR SRV To i, [EFE
FHEREREH AT O BRI, #f5 LT\ C18
B PBX Z4t L. [EAHOFEEHED 2 ZE D [EAH
H— R v VEERESEHEMMEEIT o7, D
FEFL. C18-AXs GHfE) 38 L OV PBX-AXs CTHyfl
179 2 & CRIEME T Lz, JREE LT, C18
B LU PBX ~DOARWEDRFENE 2 B D,
CI8 IZ U BT NWITRFEZ 18 RS S 7omkiE
ZED . TRTOVY BT NVCRIST D Z EER
<, v 7 /7= ELTEBLTVWDHEENREZ N,
IO, mEE TR T RWEN Y T ) =k
DRBREERA T VBRI LS TREET L%
Z 1o F£72. PBXAZOWTIXBUKMESE &8k
ERTZEMNORAGME R T DB R, &
7 = VEPRITEERI TR TE S 2 e A
fEiDa T 4 a = I8V TR KIAIR
DEIMZAT > T2H3, BEIERITHIREVIREE T -



7o T OBOKPERFFLE A — R Y v LS DR
WEEZ 7T,

3-4. BEERURIEIC X B FHER D DOBERR

P OWIRIITKEBEEE X I TH DT A
T (=aFuom), Ny T UMD B
BaEhlTnDEEZT, ZNOWHEITHEEFRIC
OH E&A L., TR TOKET TIIAEMNE
FFoZ &b AXs BRI — R Y » DA F ok
ATLHZENBZZLND, ZHDO< Y v R
DA F AR ESCHEEDIR T2 LTS L
Bz, BRICREEZZE 2T, £Z2C, EHET—
MU UWRYE TR CEIRBIC X DBEr 2175 2
Ll LTe, HERBIRIEZ 0.02%. 0.1%ICF%E L. &
JE EAEE 2R LToRER. 0.1%DIFIC Gly B2 H
B < 220, Glu, Glu-A % 0.02%D A EIC
< 7oz, Glu BOREIL Gly FIZHAATERN
ZEDD EEIRT AR 5 AT, 0.02%KEREK
Wik a gt & Uz, fedifb L7kl s
fEomEtEREFH LI-E 2 A, IR, DM THEE
I BAF R Z R UTe, i b L7 ST
PEREMRRBR A 1T 2 & & LT,

4. ZYMEFHAmRRER D F i

4-1. HERRREMRIEIC X DEBRIEOMERR
IHET LC & MS &R X URER(LR
HICOWTIIEL AT 12, ek L= HETH
G RALAE HEIR O BeBEAT FRIC L 2 Mk B &
MU, EAEORE 21T > 72, Gly, Gly-A % 0.1-
2 ug/L O T Glu, Glu-A, MPPA T 0.02-0.4 pg/L
OFPH CHREREZIER L, IREREEHRE LT,
T DFER, R2=0.994 DL EOBEMEE R LI Z &
O, EARTEILRAF & L7,

42. <NV v 7 2ABHROWKREE
JLEPEEDIER KT E AT, ~ U v 7 R
REFEM LT, ~ N v 7 AT T
T U RTERR TR R AR IR A W L. B x4
W DFEUENE CHI - 72 fE1C 100 % Fe U7 TR
L. ZOfEMN 80-120%MNICINE 5D Z & THAATX
HEINTWD, Ll ARIFFECIIAEAER % [F
FA—RU > Il L CHEMRELTWD T8,
RET7 T 7 EHERICESERNNT 2 Z LR TE

R, R ZHEMMESERET T o7 FUITE
MF 52 LIXTEDN, A TIAHTOFLERL
RARE N KT T T > 7 WINEE & R v
WTENRZDZ LD IEMICHEET S 2 &0
REChHHEHZZT-, £2 T, KET 77
W I NEEGEERIZIELLQEMEI— Y v
UEBLCHEMRILLTWATD, BRI — K
y VHTORBIIBHATE LB X1, DD,
% OEIRICIE A EER AR L. FE8 R
ITo 7o ¥ — 7 HFEME % & 55 SR LA HEIR O & —
7 HFEE CHE > 722 100 - T~ R w7 A
IRERM LTz, ZORER, 93.1-104.7%I2IL E 5
B 728z~ L, AT D~ b Y w7 255
LI L TH RFREMECThHoT2Z b, Lo
MY EWEWEERINTE D EE T,

4-3. HNMEIRER D EiE

Bl Uz 07tk AV C, JIRME, B, K
B L OVERRBRICHOWTHE L, 3HliGEIC
OWNWTIE, BEFBEDTA KT 4 ZHSER
B2 AL 1B 20MT, 3 BREICSEM Lz, A
b LI HIECHIM G E A B ERVKET 7
YO RWELILE A, BiETLHE— 73R T
PRI Th D Ll L, AARIZET
HRKEFHD Gly OHHEIEL Gly-A & &H LT 20
mg/L TH YV, Glu DEHIEIL Glu-A ¥ LT MPPA
EARELT 2mgl ThD, A RTA 12BN
TIEHEEES LIXEEFEO LS EZRNT 5 &
FH SN TV, Gly B34 5 mg/L. Glu #d
1345 0.5mg/L L7205 K5I KE~RIML, R
LD X IR L G IR EIR E O v —
7 HEECEINEEZER L, fSohicy—r 7
— 2 BENEEZEI L, 2 OEINEE —ohl E
SHTIE THEGHLEE L, OMTRIE S K OENH
BUREEZF M Lz, ZORRER, BIEE, IHMTEE
BEOENEIREE LI LT K74
> D FEUENE ([ 70-120%. PR THEEE 10% AT
ENFIBUEE 15%A0) 2L, £/, &
TRRAEIEL S/N t=10 XV | Gly 5 0.05 mg/L. Glu
FH0.1mg/L EHM L7z, BLEDORERID, KBS
TBI%E LI WriE O L4 03HeR S Tz,



4-5. RE~0DEH

B L= Wik e V<, BAAKE, A
TRE., fEHRKEA~OMA 21T\, (Sl & %E
RPEIZOWTCEHMliZITH 2 & & L, ®f5é LT,
BHNIKE (LHREFE, 7 AU WE, BT R,
HEEE) 4 o7 BRHNTKRE (7 A Y I FE)
17 v fEHH ARG (7 A U J1 % GM, Non-
GM &3V TN, TAVBESH TV, 77
UNEEI YU TV)  FEHREM (T AV B T
T UNFERA) 1 VT oW THREREF &
HIEZAT o7z, EOREER, RAILKEI LOINL
KR TIE S IR Th o7z, LA L,
fA AR E I L OREM T 7 VIS Gly,
Glu B L Glu-A ODEBRFLLETEETE, &
BHAST-, TA FIA ZBWTHERARTO
Gly DA T Gly-A & OMFAITImg/L & ED 5
NTnWaic, EBHEEEZ TRIAERER LT, £
7o. BARIZBWTEEHAKEH O Glu (T FEHEEH
EDNTWeWed, BRHREDOIEEMFELL L& 72
DGR AR LT,

ERERNS, TAV I TEESNRLTVWELRE
I% Gly ffitt: CP4EPSPS (7 & F /AR & Az pk L 72
V) XGlu T B FALEEZE D NA 7V v R
RENEFE 2> TEY, 77 YV TIE Gly itk
CP4EPSPS N EFRIZ /2> TWD Z EDRIB Sz,
BT, FEHRE NS Glu-A 2 E R L=k
720N, ARWFFED IRV CTRE O A
R E T,

5. &5

Gly, Glu B XL ORI IIEETIT Y ek
RAWNAF VRO b EEEE T, o
OPEENZ X0 R ISR 2 B 2 L 0a A
AEBHENE LS REDMENE VWS ER S D,
TERIEIZ BN T O A E e ARSI 2
ML TH >R - T2, A2 Tl
MTBSTFA % V72 [EFHEE AL LC-MS/MS 1£(C
KXo TREFDOT Y ARY—F, ZAKRTHX—EB
F O LR OB CHEE T, A FEEZ A
W WIS HTE DB 21T - 72, ABFZE CIIRBEhH
RLC T I, AT AERMHTFED LC-MS/MS S:fF

DI, Br& 37 RLIHER Sy DERES DRIALER
ERE L, BESCHEEICOW TRELZIT> 72,
F7o. mafb L EMAFEREL WD Z & T,
DA RO LR EEZ [ EE w5 & L i,
W E o WV e A D SRR ML+ 5 Z & T
BHMEOM B, mEELEIT O 2 & CRfFEAR
2L D~ MY v 7 AORIBEMZ FTREIC LTz, B
WAL U725 CIRINEINGREBR 21T 72 & 2 A, F
PRI R 97-108%, DHATHEEE 2-5%. SNFBUEE
4-9%% Y BIFIRfER A s LTcTo o | AROHTiED
ZMVEZ R LT,

BI%E L= oiriEa S E o AIKE, £RNT
KREBLOERARTISEA L& 2 A, ik
KEIZBWTH TR Gly, Glu, Glu-A OJF
BEZMHR LI, EEMREND, T AU I THRE
SN TWAHKREIX CP4EPSPS AEA XN TV D
Gly M X 7B FIALBERE P EA STV D Glu
MPED AL > 7 R ERE 2> TEY, 7TV
JL"ClX CP4EPSPS A D Gly (it FE il 72> T
WD ENRBINT, 6T, FEHREND
Glu-A ZE&E L& TV, Lo L,
AR HTIE O AN M2 R~ LTz,

AOIHHEITRGE, O SEHMED S 25 58T
ETHY, REEEROT =4V v IR RO
EEHOA AN FEE LTINS, 4%
I3 E Bl % R L 72 KO0 s T fRAT o K LA
S GM 1B E LT hoER Iy X 3%D
Gly. Glu 3 X OE 5 OREM O —F o#rik % B
KT 5HE L HITHERLME L & FEAMEOM EE
KT ABEMHH-LC-MS/MS 12X D4 T
AVHEEITH) ZEEABLTWD,

D. #Hm
P 1 B ERESINIC T 2 RETHRAGED
at

(1] BEDIZEK T 2R G ER ORE 0
BB OISR~ 2 DR EOBRS

BN LI2Z O AZ S 0 CHEL
RHENHE 2 2B AL . SHTHERICE 2 5%
Bt Lic, TORE, BEADA 5 7000k




TORHEIEL, Mol 22 BV Ak & bl U CHEst
HNAER L 72 0 | BB O A0 e B AR RR I3 7R R
SR 2 /NI 9 2 RTREME DN B D T & AR
XNt Zeds. BB AR 72t B C o E
IMEL 72 DT, WEFED b~ M & WA
E—HT D, B L REHTE R T8 L
TRBE D S OHHEOEB N E CIZ W E DR
HH BN, AR O IXHEFEmAHEIC X D
Bgrom BIZERo bz oz, 12 AZ D
IR AT IE DO EE D NS W L b BB
DRV EEE A L-AEEZEmL, 5725
THROBERP LI TH D, FEJEAEEO s
NS, 1FINAZE I BT E B RREO
HZX THE 1 mm OFIZARM L7 & & Ol
FERNR %L E] EEX BN, B, ZOHRIE
WEAEFEAT o7 b~ P CORER R L A& LT,
[2] BKREMIZEB T DB GEORT
KFEM Z X BIRERBRZ R NN TA T A A%
AW RS EIC X 23R A /Rt L=, &
PROZNE, MEOKREZI%Z 1em ALLTFIZL
TR RN DD, WEEERENL LT E EEY O )51k
FEATELZ LRSS NE, —TJi, HRERD
ST, BHEMFHE T L THRE VT
VRO B, WHEAEDR A3 Bz BTz, &
K FORE STHHDRLHITEDOITEHEIC
RELSHETIARERS D, 5. AFEEZK
BL., gEzmEsEs L L b, BB A O
RESIZL LB ROSITEDIX S D E~D
WRERMNTHIVLERD D LB DT,

FRRE 2 SRRBRIE DR BB E O L - R b K
U H Bz M) 72 et

W —FkBR i [GC/MS (T & B ks o —F5ak
Brik (RPEW) | OB ELZ LR L, il - )
Wb LTz, T 2 EZHIT 5720, R
(2T D R R A E i — AR BRIE D 120 12 L
7oo I EZTDOEE CI8 =T LTAM L,
TER=RUNAK (9:1) THEHTLHZ LT, K
Wbt MRy R A 2 N T& =, £, —
EBEHD C18 B0mg) X =017 L) 6 O MHIKIZHE

b7 MU U AR A RA R, —BEH O C18 (50 mg)
=0T ATHERT D Z LT, EsE ARy &
BrETHZENTE 0, T2 EmkT5 2L
MTETz, SHIZ, PSA I =0T MFEREITH 2
& T, FREACHER S C18 X =1 T MERLCIIBR
T ENTERPSTLBHFEERETHZENT
T, RKOLYITBERZORMLICBNTHL ST T
7A MNI—=R I =0T DK DBRITRET
HoTo, EHEIL. GC-MS/MS HEEDRE TG L,
ARSI D IR R A2 BT T 258 O AT
52L& L, —EDORREEIT A BRTLIRLEE
EHRWTITo 72, LLEICK Y BRERER KIEIC
BIfE L7720 Cide < L RIS D BRI - B
OEEFREZHIT 2 2 &N TE,

Tk, KRE, ¥y Z50AZ5. IThn
L., WAZ, ALYV ROEEHWT, 151 1k
B % GBI USINIREE 0.01 ppm TR 24 MR
BRaA4T > 7o, T OFER, KE CTIIHRFHEEKD 87%.
Z OO TIE 93%LL L TREMEREm AT A R
TA O BEEMEET U=, 728, MMEDS ey
EWEKIT, CEEHOCIS R =47 A TOATR -
P ORI L, BEMEL 2 2EAA RN
7oy, 2D ORFRIIEFEEEfENL L 72 LC-MS/MS
Z HNTe—FOHTECHON D ATRE T D0 ARIHT
X, HhHFEZEE L TR, @E—7
RERIE & % LR b, RO SHIELC
WD ZENTEDLHIETHS, Ma T, Ak
BRAEIX B B RTLEREEE TIT O 2 &M TE L0,
MRAH Y E ORMIESEIC L D2 MAZENECIZL
< BMEOHFNHWIFTE L HELEEZ LR,

R 3 BB L T EEOL T4 bz BEE
L 723 H B S dr ik DR ST

AWFIE Tl N-(tert-Butyldimethylsilyl)-N-methyl-
trifluoroacetamid (MTBSTFA) (Z X % fif{# CitLis 72
BT BRI ATV, KREH O Gly, Gly-A &Y,
Glu, Glu-A, MPPA ® LC-MS/MS % f\ 7= 5 a4y
—HFONIEDBR 21T 12, £71-. BWAKRTEE
~OE M E Rt Ulc, ARHTEITIGE, @
BHEMEOH L HWETHY | BEEEROET=4




U IREMEOMBEEEOA MW R GEE L
THIfFE LD,

E. fEREERIEH
2L

F. BFoesE

1.
1.

2.

AL FERR
Sasano R., Ito R., Kusumoto M., Sekizawa J.,
Akiyama H. Simultaneous determination of
glyphosate, glufosinate, and their metabolites in
honey using liquid chromatography-tandem mass
spectrometry and solid-phase extraction. Anal.
Sci., 39, 1023-1031, 2023.
Sasano R., Sekizawa J., Saito 1., Harano M.,
Katsumoto K., Ito R., Iwasakai Y., Taguchi T.,
Tsutsumi T., Akiyama H. Simultaneous
Determination of Glyphosate, Glufosinate and
their Metabolites in Soybeans using Solid-phase
and LC-MS/MS

Analytical Derivatization

Determination, Food Chem., X submitted.
FRRER
oz By i, Orpk B, AR, BEE
L ML T LC-MSMS IC L 2 E R D 7Y
Y= b, TR b B IO S
VOSHEDORTS, 9 EIRARAHE 5 3
FOLLDOLF2T )=V AT AT
—7 2 (2023429 H 16 H)
AR, BHEEE RE B BRI, &
M (R # A AR RIS BT 30k
)R P oD FEATE 0D s ~ [l 55 C BRI L T
HEE L7 b~ bEROWIZRE~, AR
AR 119 IR S (2023 4510 J 12
H)
Hiroshi Akiyama, Yoshinari Suzuki, Tomoaki
International Conference on Food

(2023

Tsutsumi:
Safety and 38th KoSFos Annual Meeting.
11 H 30 H)

HH EER) FE  AREEREICRT 5%
ME & B — AN o EBEIE AL, BB
EROHHEIZ DWW T —, 26 21 [ERLEE
T4 —7 5 (2023412 A 8 H)

MO S AR RS RBE O, A A
T W 144 (202443 A 29 H)
JREPRRA, Hex By g — BAVE MCE. BEA n
. iR B, SR HMEST. Ml T LC-
MSMS (XD KREFD 7 VRS —K, 7
R R— hROZEN LR O i iE OB
. AARIRPES 144 2 (2024 43 A 30
H)

G. JAOREEMED HEE - BRI

L



B 4
JEA G BB AR IR B A D B (R i D22 EREPRHEENT JE S 28)
TSI S HAF TR

PR L. TR T\ BRI IR D B

WA SR ESLERS R EENTERT RanilE —Ek

REE

B T ERE O NARIIAE —CTHHI0D, BRI EE S5 3+ g 7l k 4
FAELE, AT T AU E RS D, RUFFETIE, U7 sUR R 15 & OBUE O S E M E O FRiE %
RETHIEZEHREL, LLTFD 2 DO a1 To72,

[LIRPEMINC I 1T DBl R 7 VE M ORRB OB B M S Tt e~ 5- 2 D3 B DRt
JEEDNFRE LTI NAE I % O TH-EALORLE RS A+4y TH KR E B % 2 < & TR
e, BRI 720 E TH T AL LT hal B A R L, Mt SRIC G- 2 D 5 BT
BLIZ, TORER, BEALAR 537230 TOHHE, HoM7Z2 B EAbRURk Huig U THE I
<720, SRt O AR 453 72 BB AR RBI TR B8 R R 2/ Nl 2 rIREME DN D LD R S
Too WAL T2 E0RHT, B THEAL L7 DS T O ZE A AE T I e DR E S HD
D3, RRRFCIXHASE I LD 5 E D EIXFEO b oTe, & BB AL i i 20
5, \FINAENTEIT D+ E 2o BZIXNTHBE 1 mm OfFICAMLIZEEO@EIEEN
90%Lh F1EBZ DL, 72E8, 20 B RIFIVEFEIT oI NCOFMERE R EA LT,

(2] K PEMZ BT 250k R T L O E

IKFEEMZ XIS 3 FREAO B EE R -0, RIAT AR P HR R ORIAT A
A T ERE RN L DB ARG LT, TORER, HOCX N, RIKOKESE 1 em AL
TG BRENE OO, MEFEREMNL UG e OB 152 T&HZEMRENTZ, —
U7, 9 E R OET TIE, BRSPEE TRl THOREWVESEDRRBO LI, BB R +0EE
b, 5%, WEMEAELICN ESELHELRETToLE010, BB - REZIZEHH0H
BRI HEDILS DE DB RFT T AN ENHDHEE Z DT,

Vi WAL AL 7280, B RO B IR 2K %+ 1 E b
— R A NP SR S AT L2RTHUE, FEMEZR AT IEZ 5D Z LT TER,
Mgt & PR R R A 2T O BT, FRNCESINEIGR

AT ([ENLIE R b & dn i ZE A SR B i 2
EWFIEE)

A. HHFEERY
BRICEE T2 REEONMEIAE —Tbs

Bz ERiL, WD HTED S AT 573,
IRANTEI ERER C 13l AR DR E D 3t A3 AT
RETHY, i LLAT OB R BT L CI3a- 3
DHIENTERN, ZO72, BRI O
IZIFEAETTON TNV ORBURTHD, 2T,



AR CIE, B2 R0R R AR D
PEDFRIEZRR T HIEEZHNIC, LTFD 2 20
MatatToZse iz,

(1R ED % 5t G 8 U CRUB D B D303 AT il S
(252 DR BA AL, W) sURl R R 7 150w
BHAEMEORHIEA R R T D

[2]1& /K EEM DO/ 3 BB AR R 3 51
0, BORSIHEC LR B B2 i L, &
DO HMEDOFET S

[1HZDWTHE, FEFRE, RO~ Mk
WELTHWT, R+ 8 B A3 W iE O 1E fe
ERBIUSE LR TSELREME N DD L, 30k
B DI2NEE Z O BT R E L7 D A A3
boHZLmR U, T, BEO+ e BB R IRRE
OHFRIEEL T, WHEALL/ZEZ B BIE 1 mm
DO AN LTZER OB =7y 90%LL ELienz e
WHLZEIRDZ LR U, R, M~ ReRE
NI HEEFIADIFINAZEH T IV THEE AR
REMN F e DM FH L, BBtk g8 K Ok

FRER B TR R G- A D B A LT, £z,

fii DI =R LD B LR BB D FATIZ DV ThH
BFTL72, RSN, WEEERE, SEWE x5
(2 3 FEEH D WS L (IR IR 2 36 - WAE 2, BT
AT AR T H AL ORTAT AR T #0RE 7
KON ETFINEZE ST LT, AR FE 13K PEWY A 56t
R, ZNHDOWHRE I HED B M AR E LT,

B. FFRGIE
[1]REMZR T LRBFHE G ER OCRE DY
EYENOHTRE R~ G- 2 DB O
1. HTEREEME

UI)T T T NEUREN, 199.8% (B T AV LFE
TSR AE)

AIF T UREEHER :99.5% (& 7 AV AF0
SRS AD)

T ANEYENL 197.2% (& LT AV SRR
Rt

EAT Y ) ANEREYE :99.5% (& L7 A /v LFn
SRS

TNT x ) Am R D 98.19% (Dr.
Ehrenstorfer)

(BE)-7 = Emk i A—MEAE § :98.41% (Dr.
Ehrenstorfer)

AUV AN AEHE N :99.73% (Dr. Ehrenstorfer)

2. HERHEH

TEM4 A ZHNAT

SINTEBAL : 2238 (REARTRZ 3 2, ONTR LW
EEIELFRELIZH D)

3. BE AW GIE

3.1. REBIUHER

TER=RIL, MLz, AF ) — )b G EE G
B (PR bR t)

AH )—):LC/MS A (BIHAL# S 4L

FEfR T o E=0 KR (B R N )

7K :PURELAB Chorus System (ELGA LabWater,
UK) THRLZK

GCB/NH, f&/E3 =77 :ENVI-CARB/LC-NH,,
500 mg/500 mg/6 mL (37 <7 VR TF Ty N
A lF=tt)

IFH— w7 —7 Blixer 5-Plus (R U&=
T T A)

RETF AP —:PT3100D (KINEMATICA AG,
Switzerland)

A5 VeV : FU-80C (7 AV [E R T3S
)

Rk o~ 757 JE&HTER (LC-MS/MS):
Nexera X2 System (RNt 5 AERT), Triple
Quad 4500 (AB Sciex, USA)

T —ZALEIEEE . Analyst (AB Sciex)

3.2. SR BIUEBOBESRM



3.2.1. EERE v T 7 OBRES:

#1725 ACQUITY UPLC BEH C18 (Waters Co.,
USA), W 2.1 mm, £ 100 mm, HfE 1.7 pm

VBN - 5 mmol/L FEfE T E="7 2,5 mmol/L
BEEE T L BE=U LG [ AX ) —IV (VIV), 90:10 —
5.0min — 5:95 (4 min £££F)

it f:0.3 mL/min

717 MR EE 1 40°C

HEAR:5 UL

PREFREM . /7752 12,6 min, A3X 707
R:3.6 — 3.7 min, ~7F 4> :5.5 - 5.6 min, A7
¥ /6.0 min, 7V 7= /7 AR :6.5 min, 7<)
B A—116.6 — 6.7 min, ~ULARN 7.1 BX
7.3 min
3.2.2. HEOWTEOBMESRM

AFABE: =LA T L — A4 Ak
(ESI), IEE—F

AF ATV —EBIE:

A AR . 650°C

alar A Ny

AF R HE: MRM i

MS /"TA—=Z—: F 1
3.3, HEEEROFR
3.3.1 REFIRDOIERL

DITTTU,AF AT IR, v TTF A, H A
T, INT ) rAA ) T aFk s A—h
BIOAAAN DR EYE 10.0 mg (FLEE
FIEME) 222 S0 mL BHART T AIIEFE
L, 7Er=NLTERL T 200 mg/L DOFEAEF K
AL,
3.3.2 BRERAEERKRBS I OB EROVER
1) AIFI7aFIR, vT7FFy, ATV )0 BX
BTz vadvA—h (BHRER)

3.3.1 TR LSRR a5 & HRA
L, 7Er=FILTEBERIZAIRL T 0.2 mg/L iR

5500 V

BIEHERIRZTRL, SHIZAY ) — L THIRLT
0.08 mg/L IR G ARHERIRAERL LT, ZOIREGHE
IR E AH ) —IV /7K (50:50, vIv) IR CHR
LC, 0.00012, 0.0004, 0.0008, 0.002, 0.004 33k
O 0.008 mg/L DIRGIEHER KA TR LT, Zihb
DIRAIEWERIRZ LC-MS/MS [ZHEALT, 7—
HIBEEE Z N TAIF /a7 IR, ~TF 4,
BATV )BT 2B ad s A— DO — 2
FEZREL, B, ftihice — 7 mifEa Lo
TR ERREVERLL T,

2) V)T, TNT )AL BI OV AR
VY (N7 2R ERR)

3.3.1 HTIERL SRR iR 2 /T OIRE
L, 7Br=N/LCEEBERICA L C 2 mg/L 1RG5
TR A TR T2, ZOIRAEERIRE AX ) —
VK (50:50, viv) TRIETATRL T, 0.0024,
0.008, 0.016, 0.0.04, 0.08 BLX 0.16 mg/L DIk
BIEER R AR LT, 2RO DR B ERK
25 uL ST O B SR SO0 GORE 0 B BR U iR
475 uL ZZNZENIEA LT, 0.00012, 0.0004,
0.0008, 0.002, 0.004 FLT* 0.008 mg/L D~k
7 ARG IEHEV IR A T B LT, IR B O FEFH S &
7R FRBRVA IR & A IR CHIE 355 41, [RARIC
FRUIATLE DT 7 7B OREBR AR & T
< Ny 7 ZARAERERIRA TR LI, Zhoo~<h
Uo7 AREAEREVRIR % LC-MS/MS |ZIEALT,
F— B E S AN )T T, TN T )
20 BI OV AN O — 7 HEEZHIEL,
REH SIS, fElhic e — 2 mfda Lo TR MR ER
ZAERLT,

3.4. SIHTERE

SINTEREL, BT @O TLC/MS 1285
IR D —FFRBRIEL (REEW) |\ ZHERLL CFE M
L7c, 72k, it FIEZBRE, MR OB E &
REDM IR AT D T o & — D T & LT,



3.4.1

BEALRCEE (1,00, 2.00, 5.00, 10.0 BL O
20.0 g) & =BT TAIIEFNVED, TEI=NIL
S50 mL ZN0z, REVF AV —"T 1 Sy R
L7z, T % SR E BT LR ST 5 A
L7c, A& EDfkiEE = A7 7 AalZRL, 7TER
=R 20 mL &M%, HERES T AP —T1%
WERH L, R e T AT =Dy 7 e Tk
R=RJ/L 10 mL THEL, A bE7,
HZFERICR B AL, AlkE G T L
=RV T 100 mL [ZEALT=,
3.4.2. GCB/NH, fEEI= 7 L FEH

B 0.2 g FHY ELRDIDHIIRO—ER (1~
20 mL) &4y HL7=%, 9 1 mL FCRIERMEL-
(IR B 1 mL 135, ZhbIEiRET &k
=K,/ vz (3:1, viv) 1RIE 10mL TFH
AALELL 72 GCB/NH, FEI=7 LA LT,
VT, 7ER=RILV L (i1, viv) TR
20 mL Z3I=A T LICAM LT, R COAMIKE /Y
U724, WUERMEL TRz ITZ RN T T
AR ELT,
343. BE

HITEOFERE W% A ) — v /7K (50:50, viv) IR
%5 mL CHR (B AL L, £OWik% LC-
MS/MS IZIEALTE —ZHflZ R, s H
N TRRBE T DA 53 M skt B2 B D FR BE R i A B 1
L7c, BEfpaipist L2258 A X FIRIR CEHIT
NIz, 7ok, EEEED LIRS, AH#EB S
O BRI IR L B T IR LT,
3.5. Sy AR D2 AT

F N xR R IR O E BRI Y R E
0.01 mg/kg, 0.5 mg/kg X OV HTRERD i =R
HIREZ#BEZ 5 15Smgkg (/T 77, AX /0
TR, vT7F A, TNT 2 )7 A BLOLA
N F7201E 50 mgkg (X ATV /) IMEEHT

FDEUR OB HFER (FAMPE 5 38 THEM),
725 QN T R O SEASINEURE O I E S R0,
BT D0TEOZ A AR LT, (& 2)
4. B ERRORE

TN By T % 105°CIZE%E L7 E iR 62 N
T 1 FEHIRR IS, T3 — 2 —NTRIRICEL
THEHBZWMEL, BEEZELZT ANy 7T
SIHTREHE I 72, ZHb% 105°CIZRR E LT-1E
IR HZ RN OR 7 e Rz AR 1S, 7o —F— N
THERIZRLTEELZE L, BEEORIEIZIX
FBERBEMEHL, NIORLLT 4 HTETOEHEES
WIE LTz, Wzt o 3B B B A B EGUBH R #C
BRUC, EEWEARER LI,
5. BB IRBOFEE
5.1. FiRTOEE R D HLE

TR EINAEIHI 1 kg & 2~3 cm (ZHIGIL
Tet%, WIROIFY—T 05, 1, 2 BIU 4 /5%
BT, SEALR AT, BBt —H%E T v —
VIZOTERL, ZOIRIERBIZR LT,
5.2. HAERREAEOFHER

TR EIEI VAR 1 kg & 2~3 em ([SHITIL
7%, WAL TR L, 2% — T
TEARR AT A 500 g GUEF0.5 5 8) 2L}
A —IRIZL, HAELTZONAZI TN Z IR
G U, IINUTERIA T AR &L, BEH 2 %255
IZRRE LT, feWVC, BEIRR A7 A A% 100 g%
I —TH 10 BPEEAL I —Ree Tm
LTz RIAT A AEIRE LT B E) LA O3
DFPEEE TR LT —IC AN, B MYE
BTz, RO OREIEIFH—IZ AL, SHIT 4 47
VAL LTz, BRIt OREHE 2L B —J1—
2L, SERITEALRVIRIETHEEICAN,
1 BT CRIAT ARG HIHEL, ok, IFH—
DI RN I B &5, SR B 023 2
B —p—ixrmLiboret L, £z,



HAELTZIEONAEIBEL (RTA T A AURIAD),
BIEALRI% OB, RTAT A AR HEH OREO
IREZZENEREL,

53. WEAFMARBREOEREOKRE B
L ONEIBFHED LB

5.3.1. WELFEEOFRR

MTREIE D VAZE 5 ) 1 kg & 2~3 cm [ZHlY])
L7ct, WiRO I —THEN LT, MK~
EEW A AT 5 THHE] 36 X OWERY
D7k EE TR D [ fatel] 22
PR L7, £, 52T L RO FIET [HED
k] 2R L7,

5.3.2. BUPERRELR X OGRS ekt

5.3.1 T CHER U 72 ok Al bk & 72 1B
el 250 g Z# HBH X 1 mm GRlCEMm L, 5
Sy E R CE ORISR EZHE L, fitb
T, TP FE I TR VES LR A% (R
ERIE Lz, ~T0EE, vV ar®lo~Tg T
OANEI &0 3k & @il <&, B 10 47
Fh UTe, PRAKPEFLELT, AGEOREDIZ T A
BR—A (NFE 12mm) ZHEE L, fiif 4~5 L/min
\CHREE LT KEK Tl o= e L, iz
Wi S o, FORE, Ve 1 ommls, &
ZfFE LTy 7K 5y B2 R 25 L% Ofii Lo
PREREEANE L, @REN—EICET D E
TUeEEZFEM L, HEEERRHIE 10 e L
2o FALERFIH COBREEE) O LU T ORUTHE
WiEIREE R L, ek, EERITThEN
24 DVEEFR THEM LT,

IR (%) =GABHAMER — K&

Hi) / WBHARER * 100
5.3.3. R

5.3.1 JHCHE U 7o iadel 250 g 2 H B &
1 mm £720% 2 mm &AM L, 5.3.2 &AL
D J5 1T~ T AVEL E 72 133 K PET AL & S

LRz L, 2k, FFERITENAE
2 A OVESEE TN L7,
6. BRRFHZ D50 FFEOFRER
6.1 HHTRBIOBBMEIRLURBIFHEOKE
I 555 it ¢ O s L 7 AL B X Rk 0 ML ek e
o PR L ONHAE M3 iy sk Bk & B B AL B #%
IZZENZEN 2 L E—A—IIFRHL, FRlBo
JE7:5, 1.00, 2.00, 5.00, 10.0 F5L* 20.0 g D4y
Frafl a4 6 mAREL, Do BRI L /30T
U7zo oWTakEhE, BB Llce — 7 — N Ok
 LIRFIL I BB L 7o, MU Al Bl B LY
W HEEEHZ DWW TII - A LER 2 1 R F i
L7, BJE, 1Bl TENs 20.0g OO0
B TE 2 T ORFERL, TNODRRER LA
I LTz, £, RIFERTOEE, FEBIOT
JE725 20.0 g+10% D3 Ml 245 g 2 3O
B, 4 OB EEY & A KA ME LT,
72385, MBI KO IR X 280 1 7% 8 mm
DEPAL A NCFEEL, ik O BRI IT4%
JEZIRFIL 72 WIS IR LR D o i sl & £
WU7z, BT, Tz A =T 1
Z W TR ERL 7=,
6.2 FELIBER DILER L B BHE D Lk
FIRFI LT AL BE X DAL R J6 OOy e
ELD HED, TR 20.0 g 245 2 RUFRERL,
LS BE (10000xg, 10 43, 20°C) L7z, fEEHE
XV IR e EVEAIRIZS L, [ 5y oo H
BROEIREZ ST,
6.3 EH B DERIEL BB D L

JVER X DO FU IR 1 kg 2 B BIE 1 mm i
WZAfTL, ~TUBLZ IV EosRE L@ iEY I
LTz, MRS, ZHE L 20.0 g DA
BIa4 6 WFEIRL, RIIREZ T LT,

[2]BKEMIZIRTHRERRE T EOREY



1. &

b, 2V, H7REROETFE W,
2. GBHF

AL IR A (R >99.5 vol %) K ONE IR 28
& (WLEE >99.99%) IXEnARRGRE DI A LT, R
AT AL, WACIREETT AR R (P ARAAF) TR
TAT A ABUTELEE (T A AT 4 A T A %45
L, HIRFREL 7=,

3. B

FyHer%ix Robot Coupe BLIXER-3D (=7 -
LT AR [Al#ERH 3000 rpm, e A ® 3.7 L) &
F 7=, 7233, Robot Coupe BLIXER-3D (Zf1)&
LCWDETITAF v I BDEATL — =T — A
Assy L ORIV, VGR35 SR
THIENRHDTD, R0 -T2,

ABHEE ORE L, BERT X VIRES
SK-810PT ({4 fig 5t & & B A i ) | AR 2 o
S810PT-30 Z#&fke L CREM L7,

4. FURIFRRL

FRARHKD 500 g 259 1 cm AIZH Y RL, &R
% (A) J ORGP (B~D) D4 5 15 Talkt
TR 7=,

A. FIRBERE

o NUTZRHRR) 500 g 248, Bkl A,

120 F LT,

B. BfE ARt (R 2R - s 530

OAT VAL = — TR IR E R ERKI 2L A, A
v NUTERRAR 500 g N2 72,
QODWEIRZESED 500 mL L L2720, ik
EHRESDITK 2L NZ, Adt 4 MmHLE,
QMR IRZEFH 100 mL 2RI AdL, 95 RO/
AL, MR E AL,

DO THLN T BRE ABI DK - Bz iy W I A
i, 10 B EL 7=,

QY OHFERE AN Z, S5 110 B

ML=,

C. HHREHEE (RIAT AR F#H 50

OA Y UK 500 g R OMRIAEZED 1.2 %
BEORTATAAHI 600 g) % T AR E (7 F7AF
7B A, Hetd (BT, 3 T
mlic, 728, TR ANDEL, THICH
WDORTAT AADK e A=tk Bikzmz,
LD EIZFERVN-BEDORIATARZMZ T, T2, T
M, £ 30 BT 5 DR, Rasa iRy, X
EALIZ,

QLIS TA T A 100 g YRS EIT) &2 A
H, K5 PORIEERL , My am AL T,

QO THELNIZRIATARRAREI ORI FE%
I AR, 10 P RIBIEL T2,

@DFRVDRTAT A ZRG B I %, &
HIZ 110 B EL T,

D. FREMPE (RTAT AR FAEHEEHTR)

OB RLTERER 500 g 27— — 072 A
Nz, ZEHBE (-30°C) T—BEFFEL, BisL
77

QLIS TA T A A 100 g CKYREES ER) 2 A
T, KIS BORERRL, A AL,

QO THLAZHHRE B DR e E 2y e I A
AL, 10 L7z,

@Y DOWRERE R OAE R D 0.6 fFEDORT
AT AA (1300 g) ZhNz, 110 BRI I=,

C. BRBLOEBE
[11REMIZIT 2REFHR 5 1B K O3k D%
EHERIIERAG X HHEBORF
1.1. ESRBROME

e E B T R ARG S IZOo AT T HE
DJEFE A HN A 2 BHE B Lo, S&HCm
1 AARICERI L7 2 e A el L L7z, 508}
ZHERFICIRE LIEM S ELXK 1 1R, fit



R AEI O EAE R E EITH 35 THY, Fhbsh
Ik D B ENEAT IS S T Bl e (R B oo 72,
1.2. HHTEOZ S
1.2.1 BREHROERRME

B oy BT R G IR D 2 VR R IR IR A L 72
RO BRI, tHBIREL 0.99 LI EEBAFTH
-7z,
1.2.2 BRME

AR i D EE RN BB 3517 D8 40T Sk G2 L 3K
DOHRERIL, 2 CEERFRMG CTholz, 71
~ T L EDB T R EFEO LR R R E =
PBRFAH Y =D 30% a8 D8 HE — 73R b
Rhole, Ko T, MR HTIEOBRPEIC BT
RO BIIRISTE,
1.2.3 [E)XER

[FUCROR AR AR 3 1R, TR O
Wyl Bk e -2 B o et 2 2362 0.01 mg/kg
WU TZRCEE T OB BRI, 84~104% T
v, TOHATHEXHEERZ (RSDr) 13 8%LL R T
HoTz, 0.5 mg/kg WIFEETOFEEEL R,
89~110%T&HY, RSDr 1% 5%LL F Th-olz, ¥/
TITU, AL IaT IR, TF A, TNT )T
Anay, 7z ufd A= RBILO~IL AR D
15 mg/kg WMNFEFCOFHEUERIE, 88~109%
T®HY, RSDr 1% 7%LL FCThole, FATV /0D
50 mg/kg WHIEAEFCOFEIEINERTT, 102% ThH
Y, RSDr (X 1% Th o7z, EHIT, EAFX DK
a2 2 0.5 mg/kg TRANGUEF T [RNIY
FX, 90~105%THY, ZD RSDr i 5%LL FTH
o7z, LLED IS, ETOWRIMREIZBNTED
SRR IEL L E OFPFANOFRER ThoT, F
72, 0.5 mg/kg WHEFEIZH T, REIOBE L
RHEDS, WINIENI =R DB BB L 22 &
iR LT, 7B, RNy T AME N — 19~ —
R%RDONTY )T TT 0, TNT ) JAa

T ARNAZONTIE, v N7 A &
BEHLEZ (3 4),

1.3. FEHYEALRIR ORI

1.3.1. HEREBLIOELIRE O HLE

IR CTOIFI—BERRBOIZOINAZIY
BAREEA X 2 12T, WEALRRAEL DI
FEVETE DRI 2D, JHEE A2 LD
BRI ZODNIED DI 200N 2 & 2 fif
LTz, OB RN, 1 oMBE LR
e B CH O KB DS R TE5
PR e U, F72, 4 R LU 7230kt
Z RERE D OIS, B O@ 53 Hr L [F]
F2 B ORSAR BBICH B A LIS TV D LI,
NaTHmmEE I LT,

Uy i Byt SY) 21U S A NS TP RAR N =L PUK
R RIATARAFE T CIF Y —ELT-
Fess R L, FIRREDOIF I —C 4 3/
BYVEAC U T o st & [ AR I R E 72 [ T 4 73
AOIT, BB IRRE TR LEh T
HILEMER LT, £z, BEHEEL, BB LD
HIGIL - BA IR BE T —19.3°CThH T, ZDH#, K
TAT AADEHNZ LI E GO F A RE T FRIE
ETHDH—50°CETIRTL, IFH—ToOHE
B OWBHEE S Z DB T —50°CTh o7, £ D%,
MRENTDORIAT A AR % TIE—24.0°CE
T ER L, WERHOREHT —50°CE+43 14K
RICRTZNTERY, "UX —IREETHST22E0 D,
RIATAZADEINEITHEY Th-7-LB 2 HiD,
1.3.2. BRI RBRET D B &R L ONER
FEOLR

AT AL S OV K e AL B i
REORET- 2 X 4, ~T AELES OV K PeidaL B
%Iz D LRt oREEZ K 5, BB LR
Bt ~Z i3 X ORKBEE LI 5 B
& 1mm F£7203 2 mm EiOBiEEZ ¥ 6 (TR



T NTHIRRITE T 2 IR (RS
TOME) 1%, MR 1 mm i T 16% (12 %
7213 20%), 2 mm fii T 56% (52 F£ 7213 59%),
BB 1 mm T 56% (42 F 7213 71%),
FE R D 1 mm i T 84% (80 721 89%)
Tholz, WKTREAEIZEIT 2@imEIE, H
W2 2 mm i, O PERURNS KONGRS B
kB2 1 mm GiICAM L7256, Delfmsin
B R DRV L, AU Ref] C oY)
WKL, ZNTH 84% (81 £721% 87%), 94%
(94 £7213 95%) BLU97% (HiFH L H 97%) &
Ipolz, —J5C, HMAEEID 1 mm &iAfIRE
T, PRI 4 3R E CEi~ OB AR E &
IV LEBEEENKE S Kol iBEilFEIX
BOMER LTz, 2L, fofME IR
TEMMREEEE Y LIREBTHAKIZ L 2S5
FEha L7z 2 & T, AKAE RICRFF S RS
PHIML7EZ EICERT 2 EEZ 265, 20
BIGIHAERE D | mm B AMTRFO 2 TH L
TWHZ ED, EOBEMEN 2mm & XEW
G OB AN B L STV DA
FELRNWEEZ DND, Walf 4 /3 AR Tl
ST L TV &, FofEAYIC e 10 40
TOVH@EIERIT 17% (16 L7213 18%) &72-
2o DI, RERES CHESNIZONAZ
9 FEHZ D W T b BB AL FE O K B AL
A - fimiEE s 1 CHER L, MU
R, Mo RERUERS KON AR O 1 mm
FRAMREC T 2BmiRE, Fokytdki <z
VI 22%, 98%F L N98% L 721, i %
AW ERIRREOmIBE Th o7z, ZILHHE
E D, FEKPEELER G683 5 (R EH
b6, Bt OHERELZ M ATETH D
Z e HER S LT,

AT VER &K Ve ALER 0D 45 fi i A &

T 5 &, MRBPERED 2 mm il K O
Pk 1 mm GBI 2 FR@EEERIE, ~T
JUER K0 bR AKPESHLEE T 28%LL B < 2o
Too ZAUX, ~THUHTHiZ @R TE R T
fi OB ~DOFHEDOM K e FEIEW I AT L
TR 72 B S, DR PRI AL B CII RV VIR 5
ZEWCERT D EB LN (X 5), BRI
B 1 mm FAMKRHIIS T 5 P miE R,
AT LD b PKTEELEL T 13%m < 720,
FREOSGMETORR L FERROMM AR LTz, L
LR S, HPEENO 1 mm fAMERETO
IR FIEIC K 2 FHEBRROZEIL 1% & b3 h
Tholo, AfalER SR OO H B & 235K
DWEAE, BROME O BREE VI X 0 FiAKYE
i ALERIRE 1T 33U C b ORI A% I oD i 23 L 5E S
NTWDRIEEMEDR B 2 bz, F£70, 1EEEM
TOMWERDOAEE, W% 1| mm filZ A
fif LT TABE LB R b R&E S E¥EHTH
T29%bZRNE LTz, ~TRHTIE, FEH
DONT TOMEESGIZE > THIEBENKE L
BIe b Z LRS-, — 5T, EEOHK
12 X0 BBk A Fi 12 S D KGR AL T
1%, FEFIC L D2BMBEOEITINTILOLEMET
H 6%LA T E/hE L otz

UL EDFER NG, ~T R LY & ok P
BN, Ak, @ITHES 2V 5RiE % 1E
Ml EBRETH Y, RADHEEEM TORE
PERENZ & D, BEARRE Ol R A 7
EELTHUTHD EEX BN, IBHIT, It
IKPEFHLEE T O 1 mm #3515 R imis X
BT 94%, HETIIPEENC 97% TH 5
D, M E LS NI REHIS B HLE
EITREIND HBIE 1 mm fi 2 90%LA L wf
RECH oz, E7o, BEAORRENFL 50
N TE 22 LR S T,

vy



1.4. S3HTREHE R EDOREE

W@ E (1~20g) THHREZFERLE
BROZRIEDIELPREA K S5 1T, TR E
(X, R, SR L ORI R Z B L T
P I)TTTT 5.53~5.62, 6.00~6.40 F3LTN5.78
~6.20 mg/kg, A3F 707 VRT 3.76~3.82, 3.93
~423 BXO 3.82~4.03mgkg, ~7F 4T
1.77~1.83, 2.06~2.21 3L 2.26~2.52 mg/kg,
HAT V)T 14.28~14.77, 15.20~15.81 BI W
14.81~15.58 mg/kg, 7/V 7= /7 A0 T 2.16~
2.44, 2.49~2.63 L 2.61~2.70 mg/kg, 7=
Ea% s A—hT 3.01~3.10, 3.06~3.24 BLO
3.07~3.18 mg/kg, UL AN T 3.97~4.92, 4.80
~5.30 BLTN 4.81~5.04 mg/kg TH-7=,

[ — B SR C O RAE T ORI DFRE L
AUV, BRI T O RFERE KT T 5720, &
JEIED A D EER AT IIREETHD ©,
F7o, ATt EOD#IE, SITEOEEDX
LSO E DR FERLZENABILTNS 79, 22
T, Sy HTE R E i O 5 B A BT RO LR 95
YN AW S SRRON itk Y W A b STH R
20 g FREURF O SERIREE IS0 2% BB L O%
JEIE T OB FARIREZ X 7 12”7,

WOk AL LOMGRE Iy AsBH T 36 1T 5 - )
FHXHE 1Y, ~TF A4 ZRE oAl Bt O B E
HIZHOOLTHRFREE Chole, — T, f
Peal B O SEY R R IR E1E, 2B B
%R LT, HERZRE T AR D HU R C
FRXHE BE DML 22 D 171X, FEAEEEIZ ML 72k
~ITCOGHTRERES =BT 5, ~TF AR
DR R BE L, R R < iy el <
HAE B DO NECREL AR DM Z "L, o
JIRE B DN ThoTo, SHIT, 2R3 TR
L7 BSOS B R kR L 1, PO Feadkl 36 L OV
KRR R RIFRE CTH Y, M REE T

IR 2 DI AR LTz, RIC, LR, ok
BB KOS s BHZ 31 D% SR IR D 43 4t
EDOZ®E) (RSD fE) %X 8 (2~ T, ~LANI LA
HORFIZBITSH RSD IS, MmmslE s LT
RS B I AT B O R B = 2 B 53
5%LL T E/NSinoTe, MREUEFCIX, opralE
1 £7203 2 g IRL 7255618, RSD A 5%% 8
DN ONT, — T, ~OVANIT, WE
EDORREEICBEDL LT, WTFHOFREICE VT
RSD K &L, MRS L OGRS Rkt
TIEETOFFREET %L Lot IBIT,
FNENO IO FFEICBI DS VAR 72 48
B2t & E T D701, & IO PR
BROHMFERHT RIS 20 ¢ PRI O 04T iE
THIIELZ MR E O 2oL LR H L
(X 9), ARSI REIC LRI LU 7-30RHE, HIRT
BYEAL LT3Rk & el U TRV EPE DS <720, bT
EDOEEN/NSLIRDEDRENRHDH, LHLI2H
5, AFFETIERTOFREIZIBWT, BT
B RSD il et K&L<A2D, sBHE MM
EIFERDeN Do Tz, ZORKDO—>EL T,
~ T T A TOMRFRE PO KRED -T2 E
DB LI LB 2 BT, £, BASBHEIR,
R R0 58D D LS 7R AN 72 )AL A3 IR B C 2 3
DFRRMEDR BB EH T D1~ D SR I
BWTEEMER BRI hD, — 5T, 1350
A DI TR R D KR53 DRI S H
ECHRINAEETIXFIE coBEl Tt
SIS BB A DA, SHICHE Y LR AR~
DIATEZR S BENAE TN B o h) F52h B
DFEICERO BT eBE 2 BD,
1.5. SREFHEDOTE
PR KOO sl A 1 RERIRRE L
I B, TRBIOTREOOFEEL 5k
DEFEY &A% 10, §iE ik O& B E LR



OIRFEZ K 11 (R, BRI EA R, THE<
HjE < LEOIETELRY, TEL LERTtozE
TR LD b R el TR EL e o T, F
7o, BiE % OB BB T, TEICREWR®
ORISR S I, AT B LD S
W RE TR e o7, ZRHDOREREY, H'E
AEFREHIFRE 2L _EERICE DS, T asiciis
WNBET D2 EDHERS VT, HU FERURC I
RIZET DK% EH L TNDT®D, Pkt
BEEOS BB AR IR IK B 2 030 72K, T8
[CTE RS LD E 3L Tr o T L HE RSN D, T
OB BEE R X, WEFERBRO M~ e ER
T, 1FINAEID T 3FRELO [ FH &R AH
Do BENEIE Th o7z,

FL RS KOO Bk A 1 ReRTERE L
TR\ SR = D DI E L 7o 3 A ikt v O Ji 2
% Y)EAVIE R DM RRUR S L OO el Bk o
20 g FREGRRE R BE CRIIE L7 AR EE 2 X 12,
AR AUC R T D 70 D = 8 W O ) i M i D 248
& X 13 (TR d, /T TT, X /a7 IRE
FOT zoeu s A— O, HE LD
REICEDLST BE, FEBLO T E THiamE
REEEL7RY, ZJER DO HTEDZEEE 3%LL T L8R
EIE -T2, LTEED- T, LD R EE %
H BB IR — I L TnDTEN
STz, — 5T, FRLUADORIEZ, TEL
K LT, EEBIOTE TRER ST,
FrE % OB ERE I, EEICEBYS, T
AR AT T D2 EMD, ZNHO T
T ~D RSN EEEix g o
REDN IR ol b =S D, £12, WT oD
JEITHEJBITIIT DRI T, MU AR R
DB PR TR 2oz, 2O AL, BBk
E% OISR LR CTHoT-, SOI, /B
DFRFB L7255 Bl 2 A5 o0 /0 M 8 L 9~ A A8 1)

MABITZ, DFED, BT 28 T O R B
NEIRDGATY, 458N B R A s —
THHIEDIRBI T, ZNHDOFEZRE D)
FrEIzBIL T, MEFEEERBR O M~ R ERER DM
ZoRULTens, RUBH BEASERE I A B T-h~RD,
EXNAZEIDTT A JER TORHTED T/ NE
Ntz
1.6. ELBEROICEBY L BB IR D
FIRFAL I ek O v i 2 SRR R L 72 57
Mkt 2z O o BEL S K0 o B U 7= R & b P Ak
HDOA FRIEDFIEREK 14 1T, Mk
[ZOWTI, 3 DB L0 RR S B3, |
BIRENGT IR CE T, BN, B
[T W 23 7K 55 % PNEL L TN B 72 80 TR AR T 45 A3 7D
BT eBZBIVD, KISy ~D 5 BED ATRE T
BHo T NI B T DIk EEARIROE
BT 40:60 THoTo, P I/TITTURBIOAIL Y
R URDOFIEZRIL, WS O R EFPIL T
BY, EEREEEBIE QB AL TN D
ZEEMERR LT, T OMO EIRIT LB~ DIFIER
2 BB AR E0E E <D, BIEOBIENMELD
(ZE LA~ DAFTER DN DR AR E
7o B BIRD pn-F 02— /KA EUREL (log
Pow) EULEXHF OFTEROMITIE, TRV IEDFH B
DRI (K 15), LTedioTC, V)T T770R
AIF 7T YR D LD 72 B (AR D = O RS A
PR, BRI IVEEY ~a ML nWoesr
el L7z, 1.5 THIZBWT, Y /777080
X a7 YR ILEE % OB AR T & IS
B2, ~TF A, BATV ), T T =
A BIOOV AN AT ETEY & B R IME
SIKGIIMZ N T B CTIRLS oo To 21X, BIEY -~
FPMRET DMEICH R T I mml s,
L, 7B md s A—NMNIOUWTUE, 5057 B
\ZED 0 CIEE T ~DIFTER B @ T3,



B E R CIEA B I) — 12 L TEsb, it

D IR B DM 2 R LT, YRR IR

J2RIEOS AN ER ~DRIEMEIC KT S

R, SEIEHWRE IRKHEFEDON T

DFERE—ET 5,

1.7. EF5RHE DR LR D Lk
HLEE A B 1 mm ORBREH @B S

7% Of LR B X ONEEY IR A4 K
DIFTERE 16, WiE 53 TO N EOZE B % X
17 (2o, B OB L OWmiE Y O E &

Leid 80:20 L7e0), i EOFEIITHLR R EIEY
23, AP TITIR S TN 2 C i 1 a8 L 7= o 7
BB (<1 mm) 235 FNL TN, FRIE~DOK =
HOIFIERIL, 76~85% THY, O EE R
CHIT DM Z R LT, OFED, BEOME LY
7 ERIZBED O T, W o 238G 7R L iE i
WA RT3 AR LT, 3 DB O
Bl P BIEA~D BT )T T7T, A3
a7 URIEREROBREZ R LIz, L)L, ~TF
Fo, BATV v, TN T2 ) A0, TR
FUARBIOASNV AN AT ETEDE %< E e
B 5y ~OFTERENFELIe Tz, LInLRARD,
53 3% O B TE 52 W FRHEE~ D[RR D
RIEIL DN To I NAZEI K IERAR S
N RIEL, REMBORENIEIZZIfFEL T
HEMEERIND, EBIT, FRTOLEREIZ I
HMEE DX LB EED T AARIZ 720030 M ) 23
BIERSNTNDIEND, 5 BRI AR
oD FER IR 2 o T BERUBH IR 43 L R &

W LIZLBZDND, M TRENEE TS
HEER DK 5y LI fifid

100 Bl % DA GBI BE A ) — I LT B R oD —
DIEEEZ NS, — T, mOyEER O EEAS

WX E T NEEAE G FN TN RhoT22 L
M, B % <& TeThBE 7y ~D 354 12

WG FNTNEZERN,

FIRIED log Pow DEAFITKINIZEE 2 DI

%o Flo, BRlZEVGBILT-ENENOFEHI T

B4 BRI O AT O EENL, 2 Co R THEiE

W F0b iR CREL o7, FRIEIIAK G &R DT

W2, BBIFNTRIENE —IZIENG T, FREL

COIMT B~ DR — 72 R FE D BV IA 72 3 H)
B G52 ICEINEE 2 HD,

(215K EY BT DR O

BN 3 AR AR T LA AR R SO BR B
B FEEE OB I EOHEF & [E AR HEA G A5
DT OFFE ) O Gy HARRE T AL O B 3%
B IR E DR R OV T A T s Bkt
WWEORET ) CIXEFEE FWC 3 FEEO MRS
etk RIREE 3R - B 7, RIAT AR T
LR TAT AR A G 07 2] O ETNEZ A
SEL, SRBFO R H IR B R L i LT,
WEAEEE L, BREORFEORERETEDOSED
(HFOHA, FOHREN, FOIFE, BORBA, KO
A B OB D15 )~ I PEZRRGEL , 4 B
L, MR DR DO R&ES2/NS<T 5
ZLETEEMICHHEH TEAZEE R LT, AFE
VX, FEFEEERESL LTS FEM ORI 5 1L 3K
FEW) (B, 2 T8, H70E KL OEIT) 1T HT& 50
BEEATHIZEE LT, o5, B O BT RR
FHENEINZ, (EH 320, Ao, FlEs
B, ByPeRERE, MR BT TRE A D L
D, AIFFETIERIZRCE EW D LA ML T D
BRICH WL FOSMTIToz b,

etk RERFEEORE TSN TNDS
Robot Coupe BLIXER-3D ([m]#4% 3000 rpm)

BRI . 120 AP

iR 500 g
1. RERRARLG RO

b, 2, HREROETZ 2em AT vRL,



S ECRRRL U 7=, MEAEFEHEST L= PEM D
FELRERIS, WA 3 - W A CiTm AR L
LCTRIEEFREEZ 4 L, RIATAATH I XL R
TAT AR AR ERE T CTIERTAT AR ZENE
UK ED 1.2 58K 0.6 [FEHV V2, Dk
F, RO N TIEWT IO HIETH EZL,
WA RS D2 E N T, — 0, HRE RN
ST TN T NOWF LTS, IR H D
[FIEEME 1L L, T A2 LN TERD T, ZH
(X, RS U7 AR 23 R &0 Rk oD BE 1/ JES i D ]
IZEREDZ LR, ANREHRTERLIR 722 EN
JRIREEZ BT, 2T, MIROKEESE 1 em £
ELTORE R OST R IZEZA, VT
D IFETH ADEHEPME (T 5L, MtrT 2
TENTE L EREEMRFL KL HE O WIZD
WTh, RIATAZ P /7 TR AR O R
X% 2.5 cem AL T HEMMNREETH-T-, Zi
LOFERND, HKEMEHHT D5 E1E, 1 om
AL Ty NU TGS T 20BN EE
bz,

# 6 \ARBHRE # OFEREE 2 /R U, IR
WU TIE-51~-35CLienT, REE
1%, MIRANCIRIARZE B CRIRZ B L2, 1RIR
EROIFIE T T 120 BT LHETHS
D3, WRIREE B CHUE Lo iR TR & 725
720, B ORFRITERD DR o7z, LinL7s
6, RELIREESR WS T A THRLTE 56
EHEARTREHRE R m e o T, IRIREHRT
WS DE, KEDH DS PFIZL AT 2572
D, MFRFZEAN TS AL, Byt OFEREE 23 &
TpolzbdEEZ BT,

RIAT AR FHHFATEOTHLORMLE-78
~TI5CERY, RIATAADFIERELITIE—
LTz RIAT A A TARERE T A TIIORERLST
Z-T0CLA T &Aoo 7oy, BIKDRESE 2 cm A&

L7z K O N TIIENEIN-36 C KL -46CL
72572, 2 em DR R CHAET 2L IE
(ZHE<72D, 1 om A ORRIRLDS IR I BN I8 A
LT W EB 2N, e B, FiREBMET
BB L5 G, SBHEEE 1T 24~33CLnoTaic
D, BUCL > TRV R E L 2B
XA E TR T 20 e B 26
77

2. FRBIAELS I CORFRRILO ik

ML DR DR T2 X 18 1 TRLTZ,
BRI E CRELIZ R EHI W T o HH ]
U IR, BETHLIOI AT, Ll
AR 2L, ARICEo TUIBmfESh Qs kE
WERFELROLINIZ (K 18), 2D, flfiE
BOBREE T DT,

D Je N2 NIRRT 1L TR & s
IFFEDHILT, Tem X 1 om LA EOKREZ0RL 7136l
WTEedole, —J7, H5REKR VST T, WT
NOFETHRRESN TR0 1 em X1 em LA E
DG VFRD OV, FIRBEWED J7 03 A
PELDS REZREZ DR BT,

W ILORERS P E<, 1Tem X 1 em LA ED
B 0E UANE i+ 2 DIZ IR #E T o7, 2T,
OB W Tl B AT - 72 4%, BB
X 1mm DSDHNVEHEL, 550V EOFREE k3
HZEEUT, i IEECEE 10.0 g 1I27BR 50 mL
ZIMATHREDTAX (1531 £73HRED (5 53 [H)
THZELIZE T, ek, FHHRIEITVNT b 1
[ElELTe, ZORER, Hid K OZ O TIHIRESHIH
b REY T A XHH O J7 25 % O Ok
TAVNEL 2 BEM B RSN (K 19), £z, 2O
VR IR B L R R e 00 05 3 FR T O KL
TAVNSLIe DM b7z, —J7, HP T
HE (RED T AXARES) RLFEHRRE (5 IR E
B BRI RIE) I LD R ERZEITRO IR



T2, IIRE R OST 2 kG AL TR T, R
EOHIED 1 em X 1 em DL EDOREWZN R B
7o Flo, BREFELTZR B Z AT A XL
7oL A, WY ba DTN 5 DG FE - Tlal#Es)S
WHTEILL, BERREChHoT, WIRERL
72REECIE, fHERRIC N DREEME (952 &7
K, BREVFARBATHZENTEIN, REREIX
T2 D72 o T, WIRBVELTZREET, T
FA X OB [FHRAME 1 Lie o7z, il
FEy A Byt S UL N AV N AVt oW VI N =SE0)
FNHEFVIZ o TeTeb EZ 2Dz, ZNHD
FERMND, 7 & R O IF Ak, &R B
TEOWT NG, WEAAD AR5 EZ 26T,
FUBPRL - D R ESITHIHH R T ED I H D
IR EEETLAREMER B D, 2072, Hilk
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FOESMHEDOZEE N LTI WEDOHESH D3,

AW FERE R DT B EEZ LD E MO [7)

FIFFEO NS T 1ZINAED T LR 55
WrE DB/ NSNZEM D, B AL R i /R
Wi LR 2 ML, SORDEROEM
MLEETHD, BB O EIEEID, 1F
INAEINTH T D+ B o B 21X H
BHE 1 mm DOEFICAM LIZEZDmIEZED 90% LA
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22-1019)

2) EH (B A, TR, AT, B
e, REICBT OMBFHRITIEOBTER T A7 A
AFINTIRIRZE F % RS R & i
WHED LS 5 45 B REFRE Tt i a B &
£ (2022).

3) EU Reference Laboratories for Residues of

Pesticides. Quick Method for the Analysis of



Highly Polar Pesticides in Food Involving
Extraction with Acidified Methanol and LC or IC
MS/MS Measurement I. Food of Plant Origin
(QuPPe PO Method):
https://www.quppe.eu/quppe_doc.asp (2024 -2 H
27 A5

4) FRBLOLTE R
http://www.famic.go.jp/ffis/feed/kokuji/k51n756.ht
ml (2024 4= 2 H 27 HEIE)

5) EU Reference Laboratories for Residues of

Pesticides. ANALYTICAL QUALITY CONTROL
AND METHOD VALIDATION PROCEDURES
FOR PESTICIDE RESIDUES ANALYSIS IN
FOOD AND FEED. SANTE 11312/2021 v2:
https://food.ec.europa.eu/system/files/2023-
11/pesticides mrl guidelines wrkdoc 2021-
11312.pdf (2024 472 A 27 HH'E)

6) D. J. MacLachlana and D. Hamiltonb: Pest Manag
Sci. 67, 609-615 (2011).

7) S. J. Lehotay, and J.M. Cook: J. Agric. Food
Chem., 63, 4395-4404 (2015).

8) M () FE, IRAT, ML B/

{b57574336, 27, 135-140 (2020).

9) S. Hikino, T. Yajima, M. Sakasai, D. Kobayashi,
K. Iijima and K. Ohyama: J. Pestic. Sci. 44, 162—
170 (2019).
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HHIEICOWT —, 25 21 RIRMEET 4+ —T A
(2023.12.8)

G. FIHIBEEMED HFE - BREIR I
g



[1]REWZRITRBRET R OB O BN OITRE R~ 5 X DR B O

iR o b | S B R

HEHCH e RSO |
¥ TaEe
[FEE S

Hiklsss BLE |

ALEX

o SR TTET 23 10080

SR G LA O TE R
I=ET BRI

E5hAZES |
SRR :Zx_Ig;f.:n_'I

X 1. (EEE



Bl b R T i

O 1 2 3 Q:m 1 2 3 a &

Jiise— e

- i

0 1 2 3 a4 5 4m., o 2 ] 4 5
T B R 57
2. HIRTO I —BERFRBIDIE S WAZ S BEILRE




I _‘.-ﬁ:-

[ 3. BT ORI 51T 5 IR

4. ~FE () BIOPATERELE (F) ([CL56ERFORKRT



h
B 5. ~FALER I KO A BEEALER R (2 31T S _LRUEHDIRER

(A HL PRI DO ~TALER, B ML R O SR Ve AL EE, C: Ui sl Bt O ~ZALEE, D - ok ealkt
DR VEFALEL, E: SRR O T LB, F: oGRS RER U O i K Paif ALER)

M



100 100

Efllmm_ A
90 O 1lmm B 28
80 H2mm A — 70

70 *ﬂ2mm_B
= B 1lmm_ A ] 60
S0 | 0 imm_B < 50
¥ 50 | mEAEIlmm A :1 40
% 40 D?ﬁ%lmm_B ]'3\—'%3 30
20 ') 20
10
20 0
0 .|_| I ] | I] || -20

0o 1 2 3

5 6 7 8 9 10

~ T RLERRT ~ T LEAR &%H#FEEJ (47)

B 6. ~THLIREE () BIOVEKIESLIERE () Offi@EiRE
CHL HLE AR, B o akl, 1 mm: HBAE 1 mm &%, 2 mm: HERE 2 mm &, A:{E¥EE A, B:{E
¥4 B)



=

WIFON OV~ HON—HO

—HHAAAAAO O OO0 O

HIEXBY

E

WFON—ODNRNV~OLOHNON—HO

—HHAAAAATO O OO0 OOO

FIEXBY

10

20

10

20

I (2)

R (2)

=

WIFNON—ORNO=OWFNN—O

HHAAAATOOOOOOO0O0OO

BB

S

WIFNON—ORNO=OOFNN—O

HHAAAATOOOOOOO0OOO

Bl

HCR (g)

10

20

FREE: ()

10

20

=

WFON OV~ HON—HO

—HHAAAAATO OO0

BB

=

WIFON—ONRV~OIOFHON—HO

—HHAAAAATO OO0 O

FIEXBY

10

20

10

20

FRE R (2)

PREE (2)

%M
K
Ny

WIFNON—ORNO =0 FNN—O

HHAAAATOOOOOOO0OOO

BB

E

WIFNON—ORNO =0 FNN—O

HHAAAATOOOOOOO0OOO

Bl

HCR (g)

10

20

FRELE: ()

B 7. FREERIO2BEETOFEIFEXRE

CHLR
TR

10

20

AL m:

i

TR DR L, w ML

BiTDH 20 g FREUFO AL

ABHZ

i

i

EWS R SENON v

Z¥2))

i

ARE, M R

i

— 41



20

20

20

10

RSD (%)

20

DIN

J.I_m_ul_-l-_uL

20 10 5 2 1
PR (2)
MAL
20 10 5 2 1
FRELE (2)
FLU
20 10 5 2 1
FRIE (g)
PER
20 10 5 2 1
FRELE (2)

8. FREIZBI DI EDNLS)
(w AL PEURL, w B R UEL, B R

20

20

20

10

RSD (%)

— 42

IMI

mnn nee ol b

20 10 5 2 1
FRECE ()

DIA

20 10 2 1

FRECE (2)



20

D3

15
S

= 10
0
S

5

0

20 10 5 2 1
FEHLE (2)

9. 4 BIICH I BRREED 2MIECOLB)
CHUBYREBRBHS SO TR 519 20 g PRI TR IE LT RIXHIE,
wALEIREBUEY, w: HOFBCR, S RERLED

9.0
85 8
R
=~ 8
M 8.0 O
T
41 7.5 g A
R A
R 70
A

6.5 A

6.0

Tk e FHLR e

B 10. 3B 1 FEBHERICERIZRBHORILEREHC BT B F 3
(O: k&, o:FkE, AT



I 11, WELREE 1 BB L% OREE
(5 HURREREL, A - O R

1.3
1.2 5 8
11 S
L)
# 1f B % o .8 -
1.0 A 2 s H é
= A o A A A
m ¢ A
= 0.9 8
a A A
2
0.8 o
0.7 A
0.6
(S B GO O - GO A I G O I G O - GO A I - G
DIN | IMI | MAL | DIA | FLU | FEN | PER

12. B3 =ZRBiBiAMEEE
(BVEAE A BT DR LU B D 20 g FEEGRE! 2 B TR IE L7 AH G R RS, 5% 1k
rreaEE, ML R, O B, oW 8, A TE)



FetEs

RSD (%)

100%

90%

80%

70%

60%

50%

40%

30%

20%

10%

0%

12

10

13. 23 =ZBICRITHEHSHHEDEE)
(B ok s, L MU RO

61

DIN

14 14
25 22 19
57
43
MAL DIA FLU FEN PER

IMI

14. TR ZE ORI BTtk e EE K P OREEFEER

(. : /IEQ, o: J:(fgfy‘}{&)



120

~ y = 7.7809x + 46.17
s 100 R? =0.836
b O ! 0 0
g % 0 O
T
60 | e
T | e
| e 5
S 40
= S
20
0
-1 0 1 2 3 4 5 6 7

log Pow
15. FBEEOBMELILE P EEROBEA

100%
90% | |22 20 17 15 21 24 18
80%
70%
5 O
i 50%
& 0%
30%
20%
10%
0%
DIN IMI MAL DIA  FLU FEN  PER

X 16. HMFEREE BBE 1 mm ORBEH I GEBS B OF LEREB IV
ERYHICBITAEBEOTFER m: i LRE, 0 @iBY)




15

10

; | H N = H
DIN IMI MAL DIA FLU FEN PER

B 17. 8RR B BIE 1 mm ORBREICEAS BB OM LARERIU
IR IR D BREROSITELE) (w: i L7, 0:@iEY)

RSD (%)




FIMS NT A —X—

SR DP CE CXP  TUH—H— PASY )
%) V) V) ATV (mk) AT (m/)z)
CITTT 51 17 10 203.1 129.1
AIF7a SR 61 21 6 256.0 209.0
~T7F A 44 17 6 331.0 127.1
ATV ) 45 31 2 305.0 169.0
TINT ) I AR 101 27 6 489.1 158.1
PENA=d=C 5 R 96 23 6 4222 366.0
~YLARY 51 27 8 407.9 183.1

# 2 EERBIURE O HELYE

WL (mg/kg) FEEILER (%) DHTAIE R E (%)
0.01 LA'F 60~120 30
0.01 B~0.1LLF 70~120 20
0.1 /#~1.0 AT 70~110 15
1.0 # 70~110 10

# 3. ZUMOERER

IR EE SRR (%) [ RSDr (%) ]
(mg/kg) DIN IMI MAL DIA FLU FEN PER
0.01° 104 [4] 97 [6] 97 [6] 97 [8] 91 [5] 84 [5] 88 [4]
0.5° 110[3]  105[3]  105[3]  96[4] 95 [4] 99 [2] 89 [5]
0.5° 99 [3] 102[(3] 101[4]  90[5] 100 (2]  105[3]  94[3]
152 102 [3] 99 [3] 108 [2] — 88 [1] 109[1]  92[7]
50° — — — 102 [1] — — —
n=35

* TR A O R 2 1
b HEALER X DML R UL 2 4

F4. ~b) v XBHE

~ bV w7 RBE (%)

DIN IMI MAL DIA FLU FEN PER

—32 -3 —1 —3 —19 —5 —23




. OWTHRE R
7 5-1. APk

B S

IR (mg/kg) [ SD (mg/kg) |

=3 S
20g 10g S5g 2g g
DIN 5.55 [0.178] 5.58 [0.081] 5.53 [0.075] 5.62 [0.030] 5.59 [0.168]
IMI 3.79 [0.067] 3.82 [0.067] 3.81 [0.052] 3.76 [0.080] 3.76  [0.134]
MAL 1.83 [0.077] 1.82 [0.066] 1.81 [0.092] 1.81 [0.128] 1.77 [0.090]
DIA 14.8 [0.693] 14.6 [0.278] 14.6 [0.382] 14.3 [0.374] 14.3 [0.846]
FLU 244 10.110] 237 [0.037] 2.26 [0.097] 2.28 [0.084] 2.16 [0.177]
FEN 3.10 [0.072] 3.06 [0.049] 3.01 [0.097] 3.05 [0.067] 3.04 [0.108]
PER 492 [0.388] 4.60 [0.240] 4.38 [0.365] 4.45 [0.383] 3.97 [0.608]
n=6
#* 5-2. e
SRR (mg/kg) [ SD (mg/kg) |
20g 10g S5g 2g g
DIN 6.00 [0.070] 6.01 [0.081] 6.20 [0.067] 6.40 [0.283] 6.13 [0.064]
IMI 393 [0.066] 3.97 [0.037] 4.08 [0.095] 423 [0.175] 4.03 [0.075]
MAL  2.06 [0.047] 2.11 [0.095] 2.17 [0.035] 2.21 [0.105] 2.13 [0.049]
DIA 152 [0.581] 152 [0.714] 15.6 [0.237] 15.8 [0.472] 15.5 [0.479]
FLU 2.63 [0.035] 2.62 [0.066] 2.55 [0.063] 2.63 [0.120] 2.49 [0.070]
FEN 3.18 [0.060] 3.20 [0.056] 3.20 [0.075] 3.24 [0.155] 3.06 [0.099]
PER 498 [0.244] 525 [0.185] 4.80 [0.205] 5.30 [0.221] 4.99 [0.309]
n=6
& 5-3. BAw e
s R (mg/kg) [ SD (mg/kg) |
20g 10g 5g 2g lg
DIN 578 [0.127] 5.80 [0.056] 6.05 [0.119] 6.13 [0.057] 6.20 [0.088]
IMI 3.82 [0.076] 3.88 [0.045] 4.01 [0.108] 4.02 [0.106] 4.03 [0.057]
MAL 233 [0.061] 226 [0.071] 247 [0.101] 240 [0.109] 2.52 [0.105]
DIA 14.8 [0.411] 149 [0.450] 154 [0.327] 15.6 [0.341] 154 [0.577]
FLU  2.61 [0.064] 2.66 [0.070] 2.70 [0.058] 2.66 [0.037] 2.61 [0.078]
FEN 3.13 [0.069] 3.07 [0.081] 3.18 [0.077] 3.14 [0.108] 3.09 [0.058]
PER 5.00 [0.300] 4.97 [0301] 495 [0.506] 5.04 [0.343] 4.81 [0.357]
n=6



[2] B 7K EEMI 31 DR BT TR DR
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* 6. FRE R OFEHEEE (C)

Akt ik b ! A | OpE 2| T2
R 30.4 26.6 32.9 235

SR Ry (R 22 3 - iR 7 20) -42.8 -50.6 -34.7 -44.7
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BORTEE (R T AT A A PR B 720 -36.0 -46.0 -70.9 -73.9

U RO REX:2 em
2 RO KEX:1cm




EiEt R

BT
T A

R
K= /_;-/ix:f"'f’%ﬁit

G B ERE
K74 TAAT(REREER

R F B
FIA T A AT RE AR

X 18.

A B FARIE DR FRIR D



() 970F
. . S it s FiE iR
TIRERE ' I‘;ﬁﬁ;%;&;ﬁjﬁ;ﬂ . KGAT A AT T .'f-‘;-ﬁ"-fz%!?ﬁ%ﬁ?(

WS Wik HERE et
EibER RS FIATAATFGHFR  KIATART WA HR

X 18. (%)



d) &J{JJ

EiEfEE
FIAT AAT Ha F 3

+E

k&5 (590 (#Hf10g., 7 »50 mL > 3[@)

FH’ 1'?‘ FrErE
STATAAF W H

EES (5%RI)  (EE10g, 7+ b»50mL x3m@)

X 19. REPTARXELITREO B ORE



s s = e B iR
R EEEFEEEA RIATAAT & FH KSAT .’A-r...éiﬁéffc
FESFHARX ( 9}?5'3) (#E10g, 7€ b>50mL x3[E)

ke S (Sﬁfﬁ (#810g, 7€ 50 mL x3E)
e — i fF e ==

A EiER IR EiEREE EiE S
iR S rl*"fi\‘z% i I-r _FTJ\. FoAT A ‘\_T"l‘{'l‘ ) Tk: RZATAATA ﬁlﬁ i ?H\.
T%y14

(15:‘?&3) (#AB10g, 7+ F>50mL x3E)

RES (Sﬁfﬁ) (810 g, 7€ 50 mL x3E)

X 19. (-x>3%)
VR DA R MRV EEATH e TE D -T2



JEA G BB AR IR B A D B (R i D22 EREPRHEENT JE S 28)
TSI S HAF TR

A2, ZURABR IO R EO I AL RBL K OB BY LIS 7o b
WRSESYHIE A IR WS 17 S L TS S = S R

MRER

Bt O TR IR — A BBRE G A — A akRyE) LU CIGC/MS 12 LD 3R D — K akBRyk (R0
W) VERLDIRSIUTWVDD, IRIEECRIEDO M &3 %< BEREMD RV 2w | RBE o FE b
W ENTWD, ABFZE T, 5 — AR BREOHH FIEIIE TS, B GEORE2L B T5
ZElZ kY iEEn— A RRERE LR O TG DI, BUS FEEA~ O G EICHWAZEN TED
A8 « k7 — B TR R R LTz, AOHTIEIZDCI8 2=7 A TR R MR 1y 2 %, ©
W HIRE B CRIRL CTHID CI8 I= AT A TR T 52 L2k, miEscMER 2R EL, ©
PSA =T L TEEMEAHER 0t FEZ PR EL 2% GC-MS/MS THRIGE T 2515 THDH, —H#H Ok
BRI B BRI E A T To70, 2ok, KEL Fr XY A3ONAZEI, 1TV LE VA
ALV R OFERWT, 151 LA R RIGUTERINEE 0.01 ppm T4 PR BRZ1T -7
fER. RETIIMETEED 87%., TOMD R TIX 93%LL ETE YT A AR T A DR
PR, BLRE K OV D B AR 272 LT, AR BICED, BRI O KR MG 721 Crdiad | kil
ZBIT DA RE O H BEAHIN T 2N T, £z, BB E TITHZ LN TEDT-
D R Y 3 OB FE S XA N ZEN AT REO RN CELHEEE LN

7’9—
—o

T S84 RS
MAESHETA2T AT R

A. TFEBEH

B P OFR R EEE A BB E Gl — 75 el
1£) ELCIGOMS XD B O —FFakBiik (2
PEMD) | NN REINTODDS, TRBECFR IR O
BNEL BERLE WD SRBRIEO (1L
WEENTND, —FH A THHENTND
QuEChERS {Eii@ A — A alBRiE & b~ EIRF ]
L, BETHDA, KHEIr DBEZ TS
F HE B A~OBABEBREW, X T, ok
(23T DR B E D7 Bo RES T
LI | BiEREOMAGOEICI-o Ll
H— A BRIE L Fe AT R DM & A5

SNTWSH, 20D, @Hm—FRREL
QuEChERS £ TIE i EICZED A UL AT BEME DS
&Y. QUEChERS £1TF 3 E D HLks B~ D
HHEICHE L CWDEIEE 2720, £ TARIFE
T, B —FRBREOME BT AR,
FRGEOHREZE R THIEACED, Hk LR~
O HEIZHNDZ LN TEDH M - k2 —
FONTIEEMESL T 522 BIE LT, il
Db T 5LEbIC, —HEOREREED B #)
fbaMDZ e LT, AFEET, @ — AR
[GC/MS 1T D o —Fraklris (RPEW) | D
FE B ER S R L, BN U= 3T B OYEREZ 3T
L7z,

B. #f3E5E



1. 3B

Fr Y AIINALI I TNNLE VAT KD
FU PR FENO/NGEE THEA LTz, XK,
REKRORKIFA 2=y M/t LTHEA LT, X
K, REKOLIE, 425 pm OFEAERE 5D M@ D
FONTE W T EL T2 D& W2,
Y AFOINAZE) TN L, WAZ KDALY
(L E 2 O TRIBDES — (b L 72b D2 VW,
2. RERURIK
(1) A BRI K OGRS

TER=RIL, TR RO T B HA L
PRI AN | BRG] oKX
B e LB A R AR LS I TR L 7cb oz
720 HAL T R MTE 7 AL DR D 5%
SRR R HWe, AT R ATy
D FEREAH NoSA, 7 VT HITE L7 AV L
FyefisEB BT A1 545 Z -,
(2) R HAEHER R

MAFE T, BRI T & L7 AL DRI,
Chem Service, LGC standards, Honeywell Riedel-
de-Haen K Y Merck FoFkRY 2 355 3l 3k &
iz,
() FERI=HT 1

I =BT N, A7 X TN INAL IS
/L (0ODS)I=HT7 2. (30 mg K 50 mg; EAEAL
Smart-SPE C18-30 /&% U} Smart-SPE C18-50) , =F
Ly VT RV N-FRE LU AT U B L (PSA)
2=#7 2 (Smart-SPE PSA-30;30 mg) (W9 1b 7T
AAT 4P AT 2B & Tz,
KN

1 ORI ZM200 (Verder Scientific ) | &
FE2E1E 13 Grindomix GM200 (Verder Scientific )
% =, BV A —Id Polytron PT 10-35 GT
(Kinematica ) & F\ V7=, #REOHEIEL SR-2DW (¥
ATy 78 35D BRI T w7 R B O

S700FR (A fr M psi s 8Y) 246 H L 7=, B Bhai Lt
LI IFR R AT B B AL LS & ST-L400
(FAART 4P A= 2 LT,

GC-MS/MS [IHAra~r7Z7 7890 (Agilent
Technologies #4) } OVE &3 #T &l Xevo TQ-XS
(Waters ) 2 L 7=,

4. MBS

7172 DB-5ms(N£E 0.25 mm, £ 30 m, &
0.25 um: Agilent Technologies %)

H—RH72 Rxi H—RATZL(T2—ARYIF
2—7 A& 0.25 mm, £ 2 m:Restek £1:54)
FAF— Topaz (3> 7 VT — 3F 77— L AD
Restek H)

HZ7HIEE 50°C (1 min) —25°C/min— 125°C(0
min)— 10°C/min—300°C (10 min)

Xy —HA EH

Xy UY—HAYiE 1.5 mL/min

HEAFX SV ARAT UYL A

EARE 2uL

HEARIRE 260C

NIV AT =T AR 300C

A PRI 150°C

AFAEE—F APCI (+)

an ) E 2 pA

a— I A& 270 Lh

AUX HF A}t 300 L/h

AA 7T 7 H AP 300 mL/min

aTar A T

HEE—F BREISE=ZY7 (SRM)

5. RERESR DR

RERIRIE OB IEOBE A 1 IR,
(1) RFE-BEOHE

REF20.0 g 127 ER=RJ/L 50 mL 2 0%, 49 1
DERESF AR, 74V T +%K 1 em D
JES TN A E W TR S Sl LTz, 7Y



ZED. 7=V 20 mL 0%, _ERRERERIC
REDVTAALIE, Wl ALTC, b7 AiR
EhE, TEN=NAZMZ TIEMEIZ 100 mL
(Fh ) LTz, R A2 S AT VI A L, B8
ATALEREE 1T LTz,

Q) B HEHOGEE

B 10.0 g (27K 20 mL &z, 30 4y M fE L
72o ZHUCTER=RUV 50 mL 2%, K 1 43R
REVFARUI %, F AT 155 1 em DESIC
BN ARE TG A LT, SREEWEHY .,
T7ER=RIL 20 mL ZNZ., EiREFIERICAEY
FARUIM% WB| AL, FENT-AEEAD
., 7Eh=NEMNZ TIEMIZ 100 mL (FhH%)
ST, HIHE A S AT VI AR, B DAL B
ElZEy LT,

(3) KDL E

B 5.00 g 127K 20 mL ZH0%, 30 S AE L
Too ZHUZT =RV 50 mL Z00%, £ 1 53
REDFTAXLIE ., 7 AVT 152K 1 em DJEX|C
BN ARE TG A LT, FREEEHY .,
TER=RV 20 mL ZA0%, ERCEFEIERICHREY
FTARXLTI% Wl A LT, SN T-AE D
., 7Eh=NEMZ TIEMEIZ 100 mL (FhH%)
ELT=, FitH A SA T S AL, B B R EE
By T,

(4) B B FTALE]

LUF o RERIE B #han s s & 2 - CfTo 7z
(X1 XOK 2),

C18(30 mg: —EtH)I=HT7 LD FIZ/ ANV K
O C18(50 mg: B H)I=AT L5585, 7k
VEROTRR=RIA/K(9:1)% 1 mL ClEK=
T A a=r7 Uz, ZHUSHHR 1 mL 2 &Lz
%, 7 ER=RILK(9:1)0.6 mL Z{EALTZ, 20D
R (AR E G te) & VA DBIEALTZ 10
wiv% AL R D A 25 mL THRIRLZRN D

C18 (50 mg) IZAM L, W HIKITIE Tz, /X1
HIBIZAK 1 mL Z7EAL, C18(50 mg)I=HT A
Y LT, C18(30 mg) I=H T L&A 7214
C18(50 mg) I=A T LEZEFKE FC 2 4y Mzl
ST,

PSA (30 mg) I=HhT L% T Er K ONT Eh/
~FH(15:85) % 1 mL TIRTA4va=rr L,
AR C18(50 mg) I=H7 LD FERIZHERE LT,
ZOESENT LT 'R/ ~F P (15:85) 1 mL
AVEANL ., R AT, RFE-BROGEIE 5
BIVIRIRIZ T B R/~ (15:85) 24T 1
mL (ZERL ., SRBRIERE Uz, B8, B O
DA IO IR A ERLEL, 7'/~
FH2(15:85)0.5 mL EOHA 1L 0.25 mL) &/
ZCHfRL R E LT,

C. MERERIOE LR
1. PIESMF

ARRFCIE GC-MS/MS CHllE AT REZR 2 3K %
RLUlz, PIEIXERSEZRHE N v HEZe APCI ¥4
W TITo72, BI IECIHE S, vV —Ha AL
LTAITLZ WSS, APCL {ETIEANY T LD
POIZEFREH W THRERFEER TIT AR
W ERE W, R RBREIRIL . SR
FEFEDY 0.01 ppm DEE 0.002 pg/mL L7251
AR IR OB 1B BT LT,
2. AR RRABGEORF
(1) it

AR CIR R E HLD BIAS B UE~ D 4] 7 12
HWDZENTEL—FHELHE T4 H
& L7e, 2o fl i i s — & R BR s
[GC/MS 1ZL DD —FiklRis (REW) 11T
P TATUN, SR HP3E GUEE 20.0 @) TIXTER=
R~V (1 [EIH 50 mL, 2 [B]H 20 mL) T 2 [FIFREY
FTARX, BHE TFEGUEF10.0 g) TIIK (20 mL) %



Mz THABL7=%., 7&h=kJ/L (1 [EIH 50 mL, 2
[B]H 20mL) T2 [FHRET AKX, 4 GREF5.00 g)
TIE/K (20 mL) 2Nz CTHAE L7214 72 =RV
V(1B H 50 mL, 2 [E1H 20 mL) C 2 [EIFRET
AREATO, i $ o2& LT,
(2) g

GC-MS/MS % I\ NTH il R O 5% 87 R4 I E
TOBE, v Ny I ADEEZ T TIE R T DI
DA IEHE RN ARE % DRI A HE R 2 <0,
MPEACHER oy | BRI MRS oy . AR FEABRE T
DD DD, 1EEN— 7 A BRIE TR IZ L0 i
PEFHERL 73 2 R E LT . ODS =747 L TR
PERMER ST & PR EL (B, GEL KOG H) .
PSA KON 7 7 AN —R > TRRPEIHERR 73 &
OERZRTFIETHY, S TIESHNBILTHD
% QuEChERS {EIVBIFIN RN mWEE LI
Do LU 35, ilE— A sl Bk g o ik 4
LR EN SN | FREFIEAY 500~ 1000
mg OI=HAT7LEHNTEY, #HT2EEED
2\, FEio, HHTR0 L WA FLE Y i O K Se L
T A YR HLE D EAENDH DT | R A 22
T2, FT T ORI H EAHI T 5L
BT, BERFR OB N L2 e LT, Fo, —E
DFE L ER B BT B2 AV TITH 2 EN
TELIMFILT,

OARABMEAHE RS 7y DBRE 57 IEORT

AR A HE B Sy A bR 5572, C18 I=H7
LRE AR LT, B ERF AR T 5720 | IR
AT 3, iR EZ O EEI=HT HIHA N
THZEEUI, o RITHWOI= AT LD F
HAIREAHNIRT D720 | RS 2 hh iR &%
1 mL GREI—FRERIED 1/20) £, CI18 I=47
LE T AR 30 mg GEEI— A RBRIEDK 1/33)
DHDEHNHZEE LT, W —F R BRiE T3
P& D7 b= Vg% C18 =T LIZAML,

TEr=RMATEE T2, L, A& CIEE
L LHIT L DIERMR A HERL S BIR L TLES
ATREMED R, 22T, C18 I=AT7 LRI EB T
2 VA PRI/ B 0D R S [ I 38 R OV S 2 S
OB ONWTREI U, IRHIEEEEL T &R
=RULIK(8:2), (9:1), (19:1) KT EF=F)
W VTR AL R 0.1~1 mL TREIEDREYYL
REMER LIz, X 3 ISRV silafluofen (log
Pow 8.2) DRI EE /R LTz, TEh=RI/L//K (8:2)
0.6 mL TIHREIER (K9 70%) Th-o722%, 7k
=LK (9:1), (19:1) R OTBR=RILTIX
0.5 mL PL BT RAFZREIER (295%) 235G T,
C18 I=AT7 L LDYE ML L T2 h=F L/
AK(9:1), 7TEI=RILK(19: 1) KO ER=K
(N Fb 0.6mL) & VT, [ 1 IZHE>T(C18
=T 5 (—BB) DD OVE B R R A FRL)
KEOT T 7wl GC-(EDMS T
Z2F ¢ ELT TIC Za~ I h% LT, %
DOFEFE, TER=RILK(9:1) KTN(19:1) DFEH
T RR=RIVID SRR R BN ZEDRS I
(B 4), 7ER=RI/ZK(9:1) LT (19:1) TIX
TIC 7R~ 7T A KREREWVITERO LR
7o WHHZHWD T BEh=RNI L ENR LN E, Rl
THEHOD C18 =7 LFER-COBREDREIC
NSNS IBEHIN T <o TLEID
LD, TER=RIL/IK(9:1)0.6 mL THHT 52
LTz, 2285, ARG CIRENNEE (<80%, <R
VI AFIE ) &E72o7=DI% fenpropimorph (75%)
DI ThoT,

Qi AHEk /y DBR E T IE O

7 AR BRIE TN IS LD | A 2k e
R A BRET D EER AL TOLD, BERR
RMEMETHD, 22T, OTHOLNT I HIRE K E
T TEAL T NID A CAIRLUR 085, C183=
FA(ZEE)ICAMTHIET, RIS,



B EAHER S DAL TEREL ., £ D%, I
Fr LT R A AR M TS 3 D T A T L
7o 7236, C18 =T L (B H) ~D A - YV
DEE, FEHEFN BB LI T 2% AT R E
BT DRFFEERTNEB DN, C18
=T NIFEAIE 50 mg ObOE A, W
(R N B1 < s S A RUR S X [ o il WA N 23 3
FINT=J5 203, AT BRI I RHEAS CI8 I=H T
(CBR) ITrFFSh o3 <R ob o LS T,
ZIT, AREEEE L TK, 5 wvo%eli b D A
Vi M OV 10 wivQe AL T N D DS R LT,
CI8 I=AWT L (B R) oo Hicia T R/
~FY L (15:85) 1 mL Z Ve,
EONAEOTIIIRIC R ATRIIL , C18 1=

72 (— B B ISR LT, S HIRIC 10 wivoe il
FRID LR 25 mL 2 A TARLZe 235, C18 3
=HT7 5 (B R)ICARL, KTHFR, 7
[~F P (15:85)1 mL T LTz, ZORER,
cyanazine . dimethoate . lenacil , fenpropimorph .
oxadixyl, phosphamidon & U} propoxur THE{F:
70% A £72 o723 (X 5-1) £ OO R TIT
BAFR RGBT, AREIRD DS |
fenpropimorph (FOTiE~72L91Z C18 I=HT A
(—BR) DSR2 nZEN R E
EZ N, —H. cyanazine, dimethoate, lenacil,
oxadixyl, phosphamidon /% T" propoxur [XIigHY
MO EWVESE (log Pow = 2.1) Th D720, C18
R=H 75 (ZEBER) TOATL - B OB — R
HLUTLESZEDNRER LB 2 DT, ZRHD RS
(TARIEBEL L TORE WD LRI 1~26%
ERTFLZZEnE (K 5-1)  mREHELT 10
wivY AL TN N D ST RIS &
S TH T RIRD A LS5 LR SN, £
72, EVABRAR % 3 (fluvalinate, permethrin %)
R BRI (DDT, DDE %) 13, 7%

WA 10 wiv %X bR D AR HAKICE
FTHEEMEEPMET LI (X 5-2), ZAHDEHEIT
AR CHDHTZD , KO THRTDHEI=HT A
DWBEEIZTFIHANC AL, TR /IFH
(15:85) ZMZ THIEHSAULRDZENRIES
iz,

LI EDOFERMND, C18 I=HT L (—EBeB) hHD
Tz 10 wiv%E ) R AR AR L 72
26, C18 I=HT7 L (ZER) ICAML, KTUHH
% AR L C I AR 2Ll LT, ods,
ARG IR R L7 5 23K (fenpropimorph Bk
U, FEAEEERENILTZ LC-MS/MS % e —FF
SINTIE TS AIRE T -T2,

@EEVEAHER ) e OB R DOBRE FIEORFT

ME PRI HER Sy A PR E T D72 @ THRBALE
C18 I=#7 (50 mg; “BtH) D FIZ PSA I=
T4 (30 mg) ZHEkE L, EHEE CI18 I=UT L0 b
WHTHEEBIT, PSA I= W T A TR 5 51E
ERRELTZ, £9°. C18 I=HTF A (50 mg) D FiZ
PSA =77 A4 (30 mg) ZHkEL . 7R /~FH
> (15:85) THAM - LI EZA (A K OVEH
FRIEE 1 mL) . FeBAYARPEAY SV dimethoate
(42%) K ¥ oxadixyl (63%) ZFRE ., B/ RN
DFHITZ, WIS AT AL TR SRR
L. K1 ICE-> T (PSA DVA TR i B B
) BRI A TSI . PSA DA A M QAT
BCE DU R A~ DR BT LT, T I
R EIL 7 R /~F P (15:85), (20:80) .
(25:75) %1% (30:70)0.6~1 mL ZatLiz, X 6
(ZKVARBE T azoxystrobin D[RR E I RLTZ, 7
Th T (15:85) K UM(20:80) Tik 1 mL T
BT 5281280 90% 2L EDEIREAEHIT,
o, TR /AFH L (25:75) TIL0.8mL Lk,
T b ~F P (30:70) TiX 0.7 mL LA CHEHY
FTHIEIZED, 90% L EDORIER LT,



C18 I=HI7 (30 mg; —B: B) OO,
WKL C183=h T4 (50 mg; B A) ~D#&
i S OB OBRIZIR L C U ED i 2 3K % b
X, T RRAAFY U (15:85) 1 mL ZVAHVEREE
LTHWEEEIZ PSA I= 07 5000 HE
T ARENN R L7225 D1 fludioxonil DI TH o7z,
fludioxonil |7 &R/~ (20:80) Tik 1 mL,
TR ANFY(25:75) Tl 09 mL BLE, Tk
R/ ~FH(30:70) Tit 0.7 mL LA ECIEHLT
B, 80% LA EDRIRBFL (X 7).,

8 ICB IR IR EEZ W TELNIE I NAT
DT T IRBRISIR D BB AR U, I H R
DT BN AREZELTHIEE | RERIFIEOBINR
<70, RPN T HIED RSN,

INHOREEG | fludioxonil % FRE E VO [EIY
RPFOI BRORLE T B/ ~F Y
(15:85)1 mL T&EHT2IEELT, 7ods, AEEH
FECIE, KRB THORBIARITEWE A TH
STeZEML, T T T 7 AN —R AL DB NN R
IARELZZ BN,

WeSL U7 BB IR OFH T 151X 1 1R LTz,
TT7 7 AN =R AR RIS GG
a0 REAENS TS0, ML ZR
WL THOWDLEERHY | AR ISR A
DINDIN, RTIEIRT T7 7 A — RN AAT
DIRWFIETHLI=0 | BRI & HfE T 52 L
MTET,

2. 2 MR

VoK KREL, T XY A3ONAED TN L,
DA, AL P R OZEIZOWTIHRMEE 0.01
ppm T 1 H 2 0f7. 5 B E O Y P RERAAT
o772, FX XY HD etofenprox FEEIEE 0.01 ppm,
FEYEE 0.9 ppm) . tolclofos methyl (547 £ 0.006
ppm, FEEE 2 ppm) . VAT H D acrinathrin (554
JREE 0.004 ppm, JEYEfE 0.7 ppm) | cypermethrin

(FZ ¥ 1= 0.006 ppm., K YEME 2 ppm) & O}
tebufenpyrad (7% £ £ 0.006 ppm., FEYEfE 1 ppm) |
FL P H O fludioxonil (FERI L 0.2 ppm., JEHE
i 10 ppm) . pyrimethanil GERZHEFE 0.4 ppm. F&
YEAE 10 ppm) . Z5H D etoxazole (FERTEE 0.004
ppm. FEYEE 15 ppm) DR D FRDOHNTZT20
B IPSE ) SOy s s SN I g 3P 8¢ 1 ST iQ
oTe, ZYPEFHIRERAE AR 1 KO 9 1R
L7z, KEH® triadimenol } UK H @ isoprocarb
T EY —7BRO N LAMNIWT D&/
RO A DENCB N TH Y T AR T
A DFPRMED I EET U, BEE, OMTH
FE | PR B K OVRIRPE O BAZE A 7= L 7=
&, Zok 151 1 142 LA (94%) . K. 151
132 L& (87%) . x>V 149 H 140 {LAEWY
(94%) . 1ZHNAED 151 F1 143 (LB (95%) | 1T
WL E 151 141 (LB (93%) . VAT 148
140 (LA (95%) . ALy 149 | 142 {LAWY
(95%) . 2% 150 H 139 fbA3 4 (93%) Tdh-o7z, W
THOEG/IRIEOMAEDOELEEIT 120%LL
T Th-oTz,

YNy I ADRNE~D 2T 2 KUK 10 (2
AU, RIZBWT—HORBEE TN Y7 RADE
BERKRENSTZH DD, EOMMO RS/ EIETITKR
SR I RGBT R R @ e n
IRE ATz, 25 D deltamethrin 2 FRE | A HAZE HEVA K
(XD~ My 7 AR HER IR O — 7 R I
0.8 LLETH-Tz, LT3 > T, KD deltamethrin
(B 62%) ZbrE, HEN<T0%ERD, 224
AT ARZ A O BB A TG-S 72> T AL G
FNT NS~ Ny 7 AO RN RK TN ES
BT,

ETORMTEEME» -7 BIREE 3 ITRL
7=, fludioxonil |Z PSA I=H T L b 43S L
RN ENFRIKEE 2 BT, — 5. fludioxonil LA



A4 R IAGAE S EEER A O Z 8D (log Pow 73
2.1 BLF) . ZEtH D C18 ~DAfif L Ot OB
(T HZENRK EE X DIz, 728, log Pow
23 2.1 Kl Tdh-> T dimethenamid (log Pow 1.9) |
fosthiazate (log Pow 1.7) . metalaxyl (log Pow 1.8) (%
B2 BB AG LT Z 8, log Pow 1~2 F2
FEDZIMN "B H D C18 ([TRFFSNDIEIT
log Pow DIEHD A TILHBITEINEE Z BT,
RETIE, ZNHDREIEITHINZ T log Pow 23 5.4
LU EOAERRMED R DRI R DMED 72 (3% 4)
B R R UHIHIRIZIINL TR R Z K
DIZLZAH WT DS RAFREULR )55
nNieZemnn, 7= (1 [FIH 50 mL, 2 [AH
20 mL) A HH R BEEE L CRHWD LR ED XS 72R
HOL OB L I BN TE Wb DLEE R
bz, TGO B IEA M 3 5855 1%
TER=NINBELLST D0, TR E OB
EHWDULERHDLEEZ B,

D. &

W — R BRIETGC/MS IZXL D D —FF
AREBRIE RIED) | OB FZ e R L | (k-
g LT, E T2 B2l 2720k
A D IR A B — A R BRIED 120 12
Lz, fhHikEZ0FEE C18 I=0T7 KIZARTL,
TER=RIL/K(9:1) T T 5ZE T, (KRN
MR D H bR ETHZENTE, F2, —BEHOD
C18 (30 mg) I=HT7 LD HHRIZH AL R
LIERERAE R, BB C18(50 mg) =74
THRTHZET, Bt D& R ETH2E
DCETD T2 AT 52 TE, &6
(2. PSA =T LRERAATO LT, BRMEAHERK
53R C18 =T LFERICIIBRZEMN TE el o
TAFEERETDHIENTE, KOIDIaFENE
WEBIZBW T T7 7 A NI —R =BT AT

FORBWIIARE CTh o7, RHfEIT. GC-MS/MS %
B DREPENTISU , A& BRIA IR D IR 5 R A2
BT DG EDOHITHIZEE LT, —HOKERIERIEIT
A B AL & A T T o 72, LA RICED,
VERF 23 K I Z AR L 72721 CldZed Wiz ks
T DV - IO EA I 52 &0 TET,
VoK KRE, T XY A3ONAED LWL E,
DA, ALV ROFKEHWT, 151 {bEaxt
GUTUSINIEREE 0.01 ppm T2 Y MEFHRRER AT -
Too TORER KL TIIMFHRIED 87% ., Z DA
DR TIE 93%LL ECEY MR ART A D
ARz 72U e, 7eds M2 ERIS AR id O R
%, ZBEH D CI8I=HT L TOHA M Yl DERIC
L, BEDMESZR DM 2 o723 2
D BEIRIIMEAEEE NI L7 LC-MS/MS % V- —
FOHHE TN AEECTH D, ROHTiEIX, i
FiEEEFEL QRN A — A alBRiE L [F
ROV, HikgEEOE LA EICHWDZE
INTEDIFIETHD, MA T, AR ERIE T A B
ATALELEE B CITHZ LN TE DD, AT S
DL L\ LA ME N EDBAETIZLL RE D)
FAERHIFFCEDHEEE 2 DI,

E. FFERR
1. FCHER

7L

FRRER

S ) # A EEEEA, TEE HAE

EEIIE : GC-MS/MS % IV - 7 Bl 3 — Ak

BrRiE O E L OB~ — AR BRIEO L7
EOB R~ AR NEAETRE 119 FIFINH
%> (2023.10.12)

F. Zn80R EEFE D HFE - BRI
7L



F1-1 2L PERHT

AR R (LK KEL v XY 13HohAL))

K = Fry IF>NAZS
HE |HMITRE | ZERBE | HE |[HMITEBE | ENBE| BEE |(HITBE |ENBE| BE |HTBE | EABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
Acetochlor 91 5 6 91 6 6 86 3 4 88 3 6
Acrinathrin 94 4 5 80 6 7 89 4 5 90 3 9
Alachlor 91 4 5 92 6 6 85 3 6 85 8 8
Aldrin 86 4 5 57 10 13 83 4 5 83 5 8
Ametryn 72 6 6 73 6 6 68 5 6 71 6 10
Atrazine 79 8 10 77 6 9 70 4 6 70 8 11
Azinphos methyl 104 3 5 104 5 8 91 6 6 93 7 7
Azoxystrobin 86 3 4 82 5 5 83 4 4 82 3 3
a-BHC 87 5 5 84 5 7 86 3 6 88 2 7
B-BHC 89 4 4 84 5 6 84 4 5 85 5 8
y -BHC 90 3 7 88 6 8 86 5 6 91 3 10
6 -BHC 93 7 7 89 6 7 87 5 5 90 3 7
Benalaxyl 92 5 6 92 5 5 88 3 3 89 6 8
Benfluralin 91 4 6 81 4 7 86 2 4 87 4 6
Benfuresate 90 5 5 89 6 6 84 4 5 87 4 9
Benoxacor 90 7 7 92 7 7 85 4 5 87 7 8
Bifenox 99 8 8 95 4 7 86 4 5 90 4 10
Bifenthrin 90 3 5 66 8 11 86 6 6 84 4 5
Bromobutide 90 3 4 92 6 7 84 4 5 85 6 8
Bromopropylate 92 3 5 86 5 9 84 6 6 89 8 10
Bupirimate 84 5 5 80 4 5 77 3 5 79 7 9
Buprofezin 86 5 5 76 7 7 81 5 5 82 4 8
Butachlor 90 2 3 85 4 6 86 3 4 87 8 8
Butamifos 96 5 5 89 5 5 87 4 4 89 4 8
Cadusafos 93 5 5 93 7 7 89 4 4 92 6 9
Cafenstrole 69 4 5 98 4 5 88 5 5 91 7 8
Chlordane (cis) 90 5 5 68 5 9 84 4 5 88 5 6
Chlordane (#rans) 91 5 5 68 7 10 84 4 5 89 3 6
Chlorfenapyr 91 5 7 90 8 8 85 4 5 89 7 12
Chlorfenvinphos 94 3 3 94 3 4 86 3 5 90 3 8
Chlorpropham 95 3 5 93 6 7 91 4 6 92 3 7
Chlorpyrifos 93 5 5 85 4 6 86 5 5 91 3 9
Chlorpyrifos methyl 96 7 7 91 8 8 89 2 5 89 5 8
Chlorthal dimethyl 93 3 5 91 5 6 87 6 6 93 4 10
Clomazone 89 6 6 89 8 8 84 3 7 89 5 8
Cyanazine 47 10 12 46 11 11 50 5 6 40 9 14
Cyfluthrin 95 5 5 84 6 7 88 4 4 90 3 7
Cyhalothrin 90 6 6 80 6 7 88 3 3 87 5 8
Cypermethrin 94 4 4 80 5 7 87 3 3 86 2 3
Cyprodinil 83 3 4 79 5 6 76 4 4 79 3 7
p,p'-DDD 93 4 4 76 6 6 85 5 5 90 3 6
p,p'-DDE 87 4 5 57 8 12 87 2 3 89 4 7
o,p'-DDT 87 7 7 56 4 8 83 4 8 84 4 8
p,0'-DDT 93 5 5 66 5 8 84 5 5 86 5 6
Deltamethrin 90 6 9 78 4 6 83 5 5 80 3 10
Diazinon 89 4 5 86 6 6 85 4 4 87 5 7
Dichloran 89 6 7 88 6 6 84 6 7 86 5 10
Dieldrin 87 8 8 81 9 13 91 11 16 93 5 8
Diflufenican 94 5 5 90 4 6 85 2 2 91 4 6
Dimethametryn 84 1 5 80 6 6 79 4 4 78 4 6




#£1-1 (0O%)

K = Fry IF>NAZS
HE |HMITRE | ZERBE | HE |[HMITEBE | ENBE| BEE |(HITBE |ENBE| BE |HTBE | EABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
Dimethenamid 88 6 6 92 6 8 85 3 4 85 8 8
Dimethoate 2 18 144 4 6 44 7 5 71 4 4 57
Dimethylvinphos (£) 93 4 4 92 3 4 86 6 6 88 4 6
Dimethylvinphos (2) 94 4 4 94 5 7 87 4 5 92 5 7
Disulfoton 90 4 4 84 7 7 82 3 5 87 3 8
EPN 99 5 6 91 7 7 87 7 7 84 6 8
Edifenphos 98 5 6 86 5 7 89 6 6 95 3 10
a -Endosulfan 93 7 7 80 7 9 88 4 5 90 6 9
B -Endosulfan 91 4 4 83 6 6 86 2 5 90 4 11
Endrin 92 4 4 7 4 8 84 6 6 89 3 7
Esprocarb 92 6 6 89 9 9 89 5 5 90 6 8
Ethion 93 3 3 84 7 7 87 4 4 88 2 8
Ethoprophos 93 4 4 91 6 7 88 4 5 91 6 6
Etofenprox 92 5 6 72 8 12 —* —* —* 88 5 10
Etoxazole 92 5 6 83 7 8 86 6 6 87 6 6
Fenarimol 78 4 6 76 6 6 7 4 4 7 6 7
Fenitrothion 96 2 3 96 6 6 89 4 5 90 4 6
Fenoxanil 95 3 4 91 4 6 87 5 5 92 3 7
Fenpropathrin 91 7 7 82 7 7 87 5 5 86 5 5
Fenpropimorph 41 6 6 37 8 8 48 4 8 50 6 10
Fenvalerate 94 4 4 80 7 9 87 3 3 87 2 8
Fipronil 92 3 3 91 4 4 89 6 6 92 7 12
Flamprop methyl 91 3 3 91 7 7 86 5 5 90 8 9
Flucythrinate 96 4 4 86 6 7 87 4 4 89 2 8
Fludioxonil 37 6 6 32 15 15 36 8 10 44 28 28
Fluguinconazole 87 3 4 89 4 6 85 5 5 84 7 7
Flutolanil 90 4 4 86 5 5 86 4 4 87 2 8
Fluvalinate 94 5 6 7 7 9 89 3 3 88 3 7
Fosthiazate 83 9 9 82 8 8 80 8 8 79 10 12
Fthalide 98 4 5 97 4 6 88 4 6 94 7 11
Heptachlor 87 5 5 66 5 7 85 4 5 86 7 7
Heptachlor epoxide A 92 3 3 81 8 8 85 3 4 86 2 7
Heptachlor epoxide B 91 4 4 81 7 8 84 5 5 87 6 8
Hexachlorobenzene 76 4 5 50 11 13 82 5 6 85 5 8
Indoxacarb 96 4 4 96 4 7 93 5 5 87 4 5
Iprobenfos 93 5 5 95 7 7 89 3 5 90 3 5
Isofenphos 92 5 7 92 7 7 87 6 6 92 3 9
Isofenphos oxon 91 3 3 89 5 5 87 7 7 91 8 8
Isoprocarb 90 10 10 93 12 13 79 7 11 85 4 8
Isoprothiolane 91 5 5 88 5 6 88 4 6 90 5 8
Isoxathion 97 5 6 93 5 8 89 6 7 94 3 7
Kresoxim methyl 92 6 8 91 6 7 89 6 6 88 6 11
Lenacil 50 9 12 49 16 16 53 7 7 49 14 14
Malathion 86 6 6 94 5 6 90 4 4 91 8 8
Mefenacet 97 3 3 98 5 5 92 8 8 96 9 10
Mefenpyr diethyl 94 3 5 91 4 5 88 3 4 90 6 8
Mepronil 94 3 5 92 5 5 86 4 5 90 4 7
Metalaxyl 84 10 10 85 8 8 78 4 6 82 7 11
Methidathion 97 3 3 99 6 6 91 6 6 91 11 11
Methoxychlor 97 3 3 88 6 8 86 3 4 88 5 10




#£1-1 (0O%)

B S = F Yy IFI>NAZS
HE |HITRE | ENBE | HE |HMIBE | ENBE| BEE (HITBE |ENBE| BE |HTBE | EABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)

Metolachlor 91 4 4 94 5 6 87 5 5 88 8 8
Oxadiazon 93 4 4 85 4 6 86 2 4 87 5 8
Oxadixyl 36 15 15 40 13 15 44 3 8 33 7 11
Paclobutrazol 83 5 5 73 9 9 80 5 5 83 8 8
Parathion 94 5 5 92 6 7 87 4 6 90 5 7
Parathion methyl 95 6 7 97 6 6 88 6 7 92 2 7
Penconazole 86 2 4 83 4 4 82 4 5 82 5 6
Pendimethalin 95 3 5 84 5 6 85 5 5 90 4 7
Permethrin 92 7 7 73 7 10 87 4 4 90 3 4
Phenothrin 90 6 6 70 5 10 87 5 5 85 4 7
Phenthoate 109 6 8 110 7 9 93 5 7 98 8 9
Phosalone 100 4 4 98 6 6 88 6 6 96 2 6
Phosmet 94 4 5 97 7 9 89 4 4 91 10 10
Phosphamidon 53 14 15 52 10 13 56 8 8 48 7 11
Piperonyl butoxide 95 3 4 92 5 5 91 6 6 93 3 8
Pirimiphos methyl 88 5 5 83 5 5 81 2 4 85 6 9
Procymidone 91 4 6 7 6 6 85 6 6 88 5 5
Profenofos 96 5 5 92 6 6 89 6 6 91 7 7
Prometryn 79 3 5 78 4 4 75 4 5 76 5 6
Propiconazole 92 3 4 87 4 4 84 5 5 87 5 6
Propoxur 62 10 13 58 12 12 57 11 11 53 10 14
Propyzamide 90 7 7 93 8 8 87 5 6 88 10 13
Prothiofos 94 5 5 74 6 9 86 4 6 89 4 8
Pyraclofos 107 4 4 106 5 8 93 6 6 96 3 5
Pyraflufen ethyl 89 3 4 91 8 8 80 5 5 90 5 5
Pyributicarb 93 7 7 84 7 7 86 3 4 88 5 6
Pyridaben 91 2 2 80 5 7 86 4 4 86 4 9
Pyrimethanil 80 4 6 78 4 4 73 4 8 72 3 7
Pyriminobac methy! (E) 90 3 5 90 6 6 87 5 5 87 3 6
Pyriminobac methyl (Z) 90 5 6 88 4 4 85 5 5 87 6 12
Pyriproxyfen 93 4 4 84 8 10 88 4 4 89 10 10
Quinalphos 96 3 3 93 6 6 87 4 5 92 3 8
Quinoxyfen 90 3 4 78 4 7 84 3 3 86 2 8
Quintozene 86 6 6 74 6 9 86 2 5 90 2 6
Silafluofen 89 6 6 57 10 12 85 4 4 83 4 6
Tebufenpyrad 91 4 4 87 5 6 88 5 5 92 5 9
Tefluthrin 90 6 6 76 5 9 86 4 6 89 6 6
Terbufos 90 4 4 84 6 8 87 4 6 89 5 10
Tetrachlorvinphos 97 3 3 95 4 4 89 6 6 93 7 8
Tetradifon 94 3 4 84 4 7 86 3 5 89 3 6
Thenylchlor 94 5 6 93 6 6 86 3 3 87 6 6
Thiobencarb 94 5 5 93 5 6 88 4 5 91 5 8
Tolclofos methyl 95 5 5 94 8 8 —* —* —* 92 7 9
Triadimefon 92 5 5 90 6 8 85 6 6 88 6 12
Triadimenol 78 1 3 —** —** —** 74 3 3 80 8 8
Triallate 87 6 6 79 7 7 87 5 5 88 8 9
Triazophos 103 5 5 97 4 6 91 3 6 94 5 6
Tribuphos 95 6 7 85 8 10 88 5 5 89 8 8
Trifloxystrobin 92 7 7 95 8 9 90 5 5 90 9 10
Trifluralin 90 5 5 82 6 6 85 3 5 85 6 7
Vinclozolin 91 4 5 90 5 6 87 4 5 88 5 8
*SREFh AR
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# 12 MR R (X Le, VAZ ALy R)

Ehul & WAZ FLvy ES
HE |HMITRE | ZERBE | HE |[HMITEBE | ENBE| BEE |(HITBE |ENBE| BE |HTBE | EABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
Acetochlor 87 6 6 89 3 5 83 4 4 89 2 5
Acrinathrin 87 5 5 —* —* —* 93 5 6 87 4 7
Alachlor 87 5 8 88 4 6 84 4 4 87 3 5
Aldrin 84 5 9 86 7 9 79 6 7 67 8 8
Ametryn 69 3 4 68 5 12 66 4 11 71 6 6
Atrazine 73 5 5 79 5 11 74 4 9 81 4 5
Azinphos methyl 86 5 6 92 3 8 96 5 5 107 4 10
Azoxystrobin 86 3 5 89 3 10 91 3 3 80 6 6
a-BHC 87 3 7 87 3 7 84 4 4 93 4 5
B-BHC 86 3 7 86 5 7 85 5 6 95 6 6
y -BHC 86 3 8 87 5 6 83 5 5 97 4 6
6 -BHC 87 3 4 88 4 7 87 4 5 100 3 4
Benalaxyl 88 2 7 92 3 7 89 3 4 92 3 4
Benfluralin 85 3 7 89 4 9 82 5 5 87 5 5
Benfuresate 85 6 6 88 7 8 83 6 6 90 4 7
Benoxacor 87 3 6 88 4 7 82 5 5 81 5 7
Bifenox 85 4 7 89 5 8 85 5 7 96 6 7
Bifenthrin 90 5 7 92 5 9 87 8 8 76 5 5
Bromobutide 85 5 7 86 6 9 82 6 6 90 6 6
Bromopropylate 87 5 6 87 6 8 88 7 7 87 5 6
Bupirimate 81 3 5 82 3 10 80 3 5 81 4 5
Buprofezin 79 6 6 81 3 4 79 5 5 77 6 6
Butachlor 86 6 6 89 6 9 84 7 7 86 9 9
Butamifos 86 3 5 89 2 5 86 6 6 89 2 7
Cadusafos 90 5 7 94 5 9 90 5 7 99 5 5
Cafenstrole 90 5 5 95 2 9 98 6 6 103 3 7
Chlordane (cis) 83 4 5 86 5 5 81 5 5 78 6 6
Chlordane (#rans) 85 4 6 88 4 4 82 5 5 78 5 6
Chlorfenapyr 94 4 8 91 9 12 86 8 13 89 11 12
Chlorfenvinphos 90 5 6 92 4 11 90 5 7 92 4 5
Chlorpropham 89 1 8 92 3 8 90 3 3 100 4 4
Chlorpyrifos 87 5 9 91 4 7 85 5 5 84 1 5
Chlorpyrifos methyl 88 4 8 89 5 5 89 6 7 92 6 7
Chlorthal dimethyl 87 5 8 88 3 7 85 5 5 88 10 10
Clomazone 88 2 5 90 4 6 81 6 7 92 6 7
Cyanazine 47 3 7 45 4 35 46 7 8 45 10 10
Cyfluthrin 86 3 4 91 3 7 91 2 5 87 5 7
Cyhalothrin 89 4 6 98 7 14 88 3 5 84 6 7
Cypermethrin 85 4 6 —* —* —* 89 4 4 85 4 7
Cyprodinil 78 5 7 80 6 10 7 3 4 79 5 7
p,p'-DDD 86 6 9 87 2 11 85 5 5 87 7 7
p,p'-DDE 86 3 4 87 2 8 81 5 5 72 8 8
o,p'-DDT 83 3 7 87 3 6 78 7 7 70 7 8
p,0'-DDT 88 2 7 89 5 6 82 4 4 78 7 8
Deltamethrin 84 3 6 90 3 6 88 3 4 62 5 9
Diazinon 84 5 7 87 4 9 82 4 5 89 9 9
Dichloran 84 3 6 87 4 8 83 6 6 100 5 5
Dieldrin 85 11 11 89 11 17 84 4 9 82 10 14
Diflufenican 87 2 5 90 3 8 91 4 4 93 4 4
Dimethametryn 79 5 7 81 5 8 79 6 6 79 7 7




#£1-2 (0OF)

Ehul & WAZ FLvy ES
HE |HMITRE | ZERBE | HE |[HMITEBE | ENBE| BEE |(HITBE |ENBE| BE |HTBE | EABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
Dimethenamid 88 3 8 91 3 8 83 5 5 91 4 7
Dimethoate 6 7 23 4 9 58 4 7 76 4 4 53
Dimethylvinphos (£) 87 3 6 90 2 7 87 4 4 93 3 6
Dimethylvinphos (2) 89 6 7 91 4 10 89 5 5 93 5 7
Disulfoton 72 4 9 90 5 9 89 3 5 83 5 5
EPN 85 5 8 89 6 7 84 6 6 89 8 8
Edifenphos 88 2 6 89 3 6 95 5 7 97 6 7
a -Endosulfan 84 4 7 87 4 8 85 6 7 83 7 7
B -Endosulfan 86 3 6 89 2 6 83 5 5 88 6 6
Endrin 83 5 8 87 4 4 84 4 4 83 6 10
Esprocarb 90 6 9 91 7 9 93 4 6 88 7 9
Ethion 85 4 6 89 4 6 84 4 4 80 4 5
Ethoprophos 90 2 5 93 5 10 86 4 6 102 4 4
Etofenprox 88 4 7 89 5 7 87 3 6 81 5 7
Etoxazole 88 8 8 89 6 8 88 6 7 —* —* —*
Fenarimol 78 5 6 80 3 6 80 5 6 79 3 4
Fenitrothion 87 4 8 89 3 9 85 4 4 97 3 6
Fenoxanil 91 2 4 91 2 6 88 4 4 90 3 4
Fenpropathrin 85 3 6 91 3 8 87 5 5 84 5 5
Fenpropimorph 46 7 7 72 6 10 73 3 3 36 6 9
Fenvalerate 88 3 5 90 3 7 91 4 4 87 3 7
Fipronil 92 5 6 93 8 12 92 7 7 91 5 6
Flamprop methyl 87 4 5 89 4 8 84 3 4 91 4 4
Flucythrinate 89 5 6 94 4 5 94 3 4 88 3 7
Fludioxonil 36 5 9 40 12 14 —* —* —* 34 11 13
Fluguinconazole 84 4 6 89 3 6 86 4 4 88 3 6
Flutolanil 87 3 5 90 3 6 86 7 7 87 6 6
Fluvalinate 89 2 5 93 3 5 94 5 5 85 4 8
Fosthiazate 7 3 6 85 6 12 88 5 8 83 5 8
Fthalide 88 1 5 89 3 7 88 5 5 100 4 5
Heptachlor 84 6 7 88 4 7 84 5 8 73 3 5
Heptachlor epoxide A 86 4 9 86 4 7 81 4 5 80 6 6
Heptachlor epoxide B 87 5 9 87 6 9 80 7 7 83 7 7
Hexachlorobenzene 86 3 7 85 4 5 80 4 4 70 4 4
Indoxacarb 91 3 5 98 3 8 106 3 6 94 4 10
Iprobenfos 88 3 4 91 3 9 92 4 4 101 5 6
Isofenphos 88 5 7 92 4 8 86 6 6 88 3 6
Isofenphos oxon 86 5 7 92 3 11 91 5 6 86 6 6
Isoprocarb 88 8 10 90 4 16 78 9 13 —** —** —**
Isoprothiolane 87 5 9 90 5 9 85 5 5 91 6 6
Isoxathion 88 4 7 92 3 7 93 5 5 98 6 10
Kresoxim methyl 87 8 8 89 5 5 83 4 4 90 6 6
Lenacil 50 7 7 58 6 11 51 7 14 50 9 9
Malathion 90 5 8 93 5 9 88 6 6 93 6 8
Mefenacet 87 5 5 94 3 5 93 4 4 104 5 5
Mefenpyr diethyl 85 3 7 90 5 6 90 4 5 91 6 6
Mepronil 87 5 5 91 4 7 93 4 5 98 4 4
Metalaxyl 79 6 8 86 4 13 81 6 8 84 4 6
Methidathion 88 5 6 92 5 8 88 6 6 103 5 7
Methoxychlor 84 6 6 90 3 5 85 6 6 86 3 3




#£1-2 (0OF)

EnuL & WAZ FLvy ES
HE |HITRE | ENBE | HE |HMIBE | ENBE| BEE (HITBE |ENBE| BE |HTBE | EABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)

Metolachlor 87 5 8 90 7 9 85 6 7 93 3 6
Oxadiazon 83 3 9 88 2 6 85 3 4 84 8 8
Oxadixyl 39 6 7 43 5 7 39 7 13 31 9 10
Paclobutrazol 78 2 5 85 5 7 83 3 4 80 4 4
Parathion 86 5 7 89 4 7 86 6 6 93 5 7
Parathion methyl 89 3 8 92 3 8 86 6 7 96 6 7
Penconazole 83 3 7 83 6 7 87 5 5 85 3 3
Pendimethalin 85 4 5 89 3 8 80 4 4 84 7 7
Permethrin 88 3 5 92 5 9 88 3 3 84 5 7
Phenothrin 87 4 8 92 3 8 87 7 7 73 8 8
Phenthoate 86 7 7 90 2 9 86 5 7 98 5 15
Phosalone 88 6 6 90 5 8 91 5 5 95 5 7
Phosmet 88 5 5 91 6 9 92 7 7 102 7 7
Phosphamidon 51 4 8 55 4 10 55 6 7 57 10 27
Piperonyl butoxide 89 6 8 94 3 7 92 4 6 91 6 7
Pirimiphos methyl 80 2 8 83 4 10 78 3 3 81 5 6
Procymidone 86 4 5 87 3 7 83 3 5 91 3 5
Profenofos 87 4 6 90 2 9 88 4 4 93 5 6
Prometryn 78 3 5 78 3 8 73 6 6 76 6 7
Propiconazole 86 5 5 88 4 6 90 4 5 85 4 5
Propoxur 55 5 5 59 7 10 50 6 8 61 7 15
Propyzamide 87 4 7 90 7 11 84 5 5 99 5 5
Prothiofos 83 8 11 92 6 12 86 7 7 79 8 8
Pyraclofos 92 5 6 97 3 5 107 4 7 110 3 9
Pyraflufen ethyl 61 9 12 91 4 5 90 5 7 91 6 6
Pyributicarb 87 2 4 91 4 7 85 3 3 85 6 6
Pyridaben 85 4 7 91 2 8 86 4 5 83 5 8
Pyrimethanil 74 2 4 73 2 8 —* —* —* 85 3 5
Pyriminobac methy! (E) 90 4 7 89 4 6 90 5 5 86 6 6
Pyriminobac methyl (2) 88 3 5 90 4 4 85 5 5 86 7 7
Pyriproxyfen 87 3 6 93 6 9 86 6 6 90 5 7
Quinalphos 87 3 6 89 5 7 86 5 5 91 7 7
Quinoxyfen 82 3 6 84 4 7 83 4 4 84 4 5
Quintozene 84 3 8 86 6 8 84 4 4 87 5 5
Silafluofen 87 5 7 88 5 5 87 6 6 78 5 8
Tebufenpyrad 89 6 7 —* —* —* 87 4 4 87 6 6
Tefluthrin 86 5 6 89 5 8 85 5 5 81 6 6
Terbufos 82 5 8 90 6 11 85 4 6 87 5 6
Tetrachlorvinphos 87 7 10 92 5 10 92 4 5 98 4 6
Tetradifon 87 3 5 88 5 7 83 7 7 88 8 8
Thenylchlor 88 4 5 89 3 7 86 3 3 93 8 8
Thiobencarb 90 5 5 91 4 9 87 5 5 92 6 8
Tolclofos methyl 86 8 10 92 6 10 85 5 6 94 7 9
Triadimefon 85 6 7 87 6 10 86 3 5 91 6 8
Triadimenol 76 3 3 80 2 10 81 5 5 72 9 9
Triallate 85 3 8 89 7 9 84 4 5 87 5 6
Triazophos 89 4 6 93 1 8 99 5 6 102 3 7
Tribuphos 89 5 8 91 4 9 85 6 6 86 7 9
Trifloxystrobin 89 8 8 94 6 8 91 6 7 93 9 9
Trifluralin 85 3 7 89 3 8 81 5 5 83 6 6
Vinclozolin 88 4 7 88 5 10 83 4 4 88 6 8
*BE T B
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# 2 B~ Ny ZADME DB G %~ Ny 2 AR R O — 7 HR)

K = F Yy IEF2NAZS | NVl & WAZ FLry £
Acetochlor 1.06 1.08 0.99 1.06 1.05 1.03 1.00 1.03
Acrinathrin 1.04 1.05 1.03 1.08 1.02 —* 1.08 1.05
Alachlor 1.07 1.07 1.02 1.07 1.01 1.02 1.02 1.03
Aldrin 1.06 1.02 1.01 1.04 1.06 1.03 0.99 0.99
Ametryn 1.07 1.03 1.01 1.11 1.04 1.03 1.04 1.07
Atrazine 1.16 1.11 1.02 1.08 1.11 1.09 1.08 1.14
Azinphos methyl 1.20 1.18 1.15 1.17 1.09 1.09 1.18 1.26
Azoxystrobin 1.10 1.08 1.04 1.10 1.07 1.04 1.18 1.10
a-BHC 1.03 1.02 1.01 1.05 1.08 1.04 1.01 1.15
B -BHC 1.05 1.08 1.02 1.06 1.07 1.02 1.02 1.17
y -BHC 1.04 1.01 1.00 1.11 1.06 1.01 1.04 1.15
0 -BHC 1.05 1.07 0.99 1.09 1.08 1.03 1.02 1.16
Benalaxyl 1.09 1.02 1.01 0.98 1.06 1.07 1.04 1.03
Benfluralin 1.06 1.02 1.00 1.05 1.10 1.04 1.01 1.12
Benfuresate 1.03 1.04 1.02 1.07 1.07 1.06 1.04 1.06
Benoxacor 1.07 1.04 1.01 1.05 1.05 1.01 1.01 1.02
Bifenox 1.14 1.10 1.06 1.11 1.06 1.08 1.07 1.15
Bifenthrin 1.03 1.01 1.00 1.05 1.05 1.01 1.00 1.02
Bromobutide 1.07 1.05 1.00 1.11 1.07 1.01 1.04 1.06
Bromopropylate 1.12 1.05 0.99 1.02 1.08 1.04 1.00 1.11
Bupirimate 1.08 1.03 0.96 1.09 1.03 1.01 1.04 1.10
Buprofezin 1.06 1.03 1.00 1.04 1.10 1.01 1.00 1.03
Butachlor 1.03 0.99 1.03 1.02 1.06 1.04 1.02 1.01
Butamifos 1.09 1.02 1.06 1.06 1.02 1.00 1.06 1.00
Cadusafos 1.10 1.07 1.00 1.06 1.07 1.04 1.04 1.15
Cafenstrole 1.14 1.11 1.08 1.12 1.12 1.13 1.16 1.17
Chlordane (cis) 1.03 1.01 0.98 1.04 1.06 1.03 1.01 0.99
Chlordane (trans) 1.05 1.01 1.00 1.07 1.06 1.05 1.00 1.05
Chlorfenapyr 1.05 1.06 1.00 1.05 1.04 1.08 1.06 1.01
Chlorfenvinphos 1.08 1.04 1.04 1.07 1.10 1.04 1.06 1.09
Chlorpropham 1.11 1.08 1.09 1.13 1.09 1.11 1.11 1.21
Chlorpyrifos 1.09 1.04 1.01 1.05 1.08 1.06 1.04 1.11
Chlorpyrifos methyl 1.05 1.08 1.01 1.09 1.08 1.05 1.07 1.08
Chlorthal dimethyl 1.06 1.06 1.00 1.09 1.08 1.03 1.02 1.06
Clomazone 1.05 1.05 1.03 1.08 1.07 1.02 1.03 1.07
Cyanazine 1.10 1.08 1.00 1.04 1.09 1.06 1.09 1.12
Cyfluthrin 1.09 1.04 1.04 1.04 1.08 1.05 1.06 1.06
Cyhalothrin 1.06 1.03 1.01 1.03 1.07 1.05 1.05 1.00
Cypermethrin 1.07 1.08 1.03 1.07 1.07 —* 1.08 1.04
Cyprodinil 1.05 1.03 1.01 1.06 1.11 1.05 1.05 1.07
p,p'-DDD 1.10 1.04 1.07 1.09 1.14 1.03 1.03 1.09
p,p'-DDE 1.04 1.01 1.02 1.06 1.06 1.07 1.05 1.02
o,p'-DDT 1.04 0.94 0.98 1.04 1.04 1.02 1.00 0.95
p,.p'-DDT 1.03 1.04 1.05 1.06 1.04 1.08 1.00 1.07
Deltamethrin 1.01 1.04 0.99 0.92 1.05 1.03 1.08 0.72
Diazinon 1.06 1.02 1.02 1.09 1.09 1.04 1.03 1.08
Dichloran 1.10 1.12 1.07 1.12 1.10 1.09 1.08 1.33
Dieldrin 1.04 1.07 0.99 1.06 1.03 1.01 0.91 1.07
Diflufenican 1.12 1.06 1.05 1.08 1.10 1.05 1.10 1.10
Dimethametryn 1.12 1.06 1.01 1.07 1.08 1.01 1.02 1.08

68




#£2 (93%)

kK = F Yy IEF2NAZS | NVl & WAZ FLry £
Dimethenamid 1.08 1.10 1.00 1.04 1.06 1.01 1.00 1.09
Dimethoate 1.11 1.11 1.08 1.11 1.08 1.08 1.06 1.22
Dimethylvinphos (£) 1.08 1.09 1.02 1.14 1.08 1.05 1.09 1.05
Dimethylvinphos (2) 1.10 1.12 1.02 1.09 1.09 1.05 1.05 1.11
Disulfoton 1.04 1.06 1.02 1.06 1.13 1.07 1.07 1.14
EPN 1.09 1.03 1.07 1.01 1.05 1.02 0.98 1.07
Edifenphos 1.14 1.13 1.05 1.10 1.12 1.04 1.12 1.10
a -Endosulfan 1.10 1.03 0.95 1.02 1.07 1.03 1.02 1.09
B -Endosulfan 1.03 1.00 1.00 1.07 1.08 1.02 1.00 1.04
Endrin 1.05 1.01 1.03 1.04 1.04 1.00 1.06 1.06
Esprocarb 1.10 1.10 1.00 1.09 1.06 1.03 1.07 1.06
Ethion 1.08 1.01 1.01 1.08 1.08 1.08 1.01 1.05
Ethoprophos 1.09 1.06 1.00 1.07 1.10 1.04 1.03 1.18
Etofenprox 1.07 1.03 —* 1.06 1.09 1.04 1.07 1.06
Etoxazole 1.08 1.03 0.99 1.11 1.10 1.08 1.06 1.10
Fenarimol 1.07 1.02 1.02 1.05 1.08 1.02 1.07 1.07
Fenitrothion 1.10 1.09 1.03 1.10 1.08 1.07 1.08 1.14
Fenoxanil 1.07 1.07 1.02 1.07 1.07 1.07 1.05 1.07
Fenpropathrin 1.08 1.04 1.03 1.05 1.04 1.06 1.02 1.03
Fenpropimorph 1.02 0.99 1.01 1.01 1.08 1.02 1.00 1.05
Fenvalerate 1.10 1.07 1.05 1.06 1.08 1.03 1.09 1.05
Fipronil 1.08 1.07 0.99 1.09 1.10 1.04 1.06 1.10
Flamprop methyl 1.05 1.01 1.00 1.05 1.06 1.04 1.02 1.02
Flucythrinate 1.10 1.06 1.01 1.08 1.06 1.08 1.13 1.08
Fludioxonil 1.14 1.12 1.07 1.11 1.09 1.07 —* 1.15
Fluguinconazole 1.04 1.07 1.01 1.04 1.07 1.05 1.10 1.07
Flutolanil 1.09 1.02 1.02 1.10 1.07 1.04 1.06 1.09
Fluvalinate 1.10 1.08 1.04 1.06 1.10 1.07 1.09 1.05
Fosthiazate 1.20 1.16 1.09 1.15 1.10 1.08 1.19 1.16
Fthalide 1.11 1.10 1.06 1.09 1.06 1.06 1.04 1.15
Heptachlor 1.05 1.01 1.01 1.05 1.10 1.02 1.02 1.06
Heptachlor epoxide A 1.06 1.00 0.99 1.07 1.06 1.06 1.04 1.05
Heptachlor epoxide B 1.03 1.02 1.03 1.03 1.05 1.02 1.00 1.04
Hexachlorobenzene 1.09 1.05 1.03 1.09 1.04 1.05 1.04 1.13
Indoxacarb 1.15 1.11 1.11 1.06 1.10 1.11 1.19 1.14
Iprobenfos 1.09 1.08 1.06 1.12 1.09 1.07 1.05 1.21
Isofenphos 1.05 1.06 1.03 1.06 1.04 1.08 1.04 1.05
Isofenphos oxon 1.13 1.15 1.04 1.11 1.10 1.03 1.07 1.10
Isoprocarb 1.18 1.15 0.98 1.02 1.09 1.03 0.96 —**
Isoprothiolane 1.06 1.03 1.04 1.07 1.07 1.02 1.03 1.05
Isoxathion 1.14 1.10 1.09 1.12 1.10 1.07 1.18 1.19
Kresoxim methyl 1.10 0.98 1.00 1.04 1.01 1.02 1.03 1.02
Lenacil 1.11 1.09 1.06 1.12 1.11 1.08 1.09 1.14
Malathion 1.14 1.06 1.02 1.07 1.07 1.06 1.03 1.06
Mefenacet 1.18 1.11 1.06 1.11 1.10 1.11 1.09 1.22
Mefenpyr diethyl 1.05 1.03 1.04 1.08 1.08 1.09 1.08 1.02
Mepronil 1.12 1.09 1.01 1.11 1.10 1.08 1.13 1.15
Metalaxyl 1.10 1.06 0.99 1.08 1.08 1.06 1.01 1.11
Methidathion 1.14 1.11 1.08 1.14 1.08 1.07 1.08 1.16
Methoxychlor 1.11 1.06 1.01 1.04 1.07 1.08 1.02 1.09




#£2 (93%)

K =] FrY IEF2NAZS | VL & WAZ FLry £
Metolachlor 1.07 1.06 1.00 1.04 1.07 1.04 0.97 1.08
Oxadiazon 1.07 1.01 1.03 1.03 1.03 1.03 1.08 0.99
Oxadixyl 1.08 1.13 0.99 1.07 1.07 1.02 1.04 1.06
Paclobutrazol 1.10 1.07 1.03 1.03 1.08 1.03 1.04 1.07
Parathion 1.05 1.00 1.04 1.09 1.07 1.02 1.02 1.02
Parathion methyl 1.14 1.10 1.05 1.08 1.10 1.07 1.08 1.11
Penconazole 1.09 1.02 0.99 1.04 1.07 1.04 1.08 1.06
Pendimethalin 1.09 1.03 1.06 1.08 1.05 1.00 1.02 1.06
Permethrin 1.09 1.06 1.02 1.08 1.10 1.05 1.09 1.14
Phenothrin 1.07 1.01 1.03 1.06 1.08 1.08 1.05 0.94
Phenthoate 1.25 1.19 1.05 1.12 1.11 1.04 1.07 1.11
Phosalone 1.10 1.09 1.05 1.08 1.08 1.05 1.12 1.14
Phosmet 1.18 1.05 1.07 1.08 1.10 1.09 1.14 1.16
Phosphamidon 1.13 1.15 1.06 1.11 1.07 1.06 1.13 1.14
Piperonyl butoxide 1.12 1.10 1.08 1.13 1.09 1.04 1.08 1.10
Pirimiphos methyl 1.06 1.06 1.02 1.08 1.07 1.04 1.02 0.99
Procymidone 1.04 0.88 1.01 1.09 1.04 1.00 1.05 1.09
Profenofos 1.12 1.06 1.02 1.09 1.06 1.03 1.06 1.09
Prometryn 1.09 1.02 1.01 1.12 1.07 0.99 1.07 0.98
Propiconazole 1.09 1.06 1.01 1.09 1.07 1.05 1.07 1.09
Propoxur 1.19 1.18 1.06 1.16 1.12 1.09 1.06 1.32
Propyzamide 1.12 1.12 1.02 1.10 1.07 1.06 1.03 1.17
Prothiofos 1.13 1.06 0.98 1.01 1.09 1.07 1.03 1.07
Pyraclofos 1.20 1.19 1.11 1.19 1.09 1.14 1.18 1.30
Pyraflufen ethyl 1.12 1.07 1.03 1.14 1.08 1.08 1.08 1.06
Pyributicarb 1.03 1.05 1.02 1.03 1.07 1.05 1.07 1.07
Pyridaben 1.06 1.04 1.00 1.00 1.05 1.03 1.04 0.99
Pyrimethanil 1.13 1.14 1.07 1.14 1.12 1.07 —* 1.24
Pyriminobac methyl (E) 1.06 1.02 1.03 1.07 1.07 1.05 1.07 1.05
Pyriminobac methyl (Z) 1.06 1.01 1.00 1.05 1.08 1.05 1.05 1.02
Pyriproxyfen 1.10 1.06 1.02 1.07 1.11 1.06 1.04 1.11
Quinalphos 1.08 1.08 1.04 1.08 1.08 1.06 1.06 1.07
Quinoxyfen 1.08 1.02 1.06 1.07 1.06 1.03 1.08 1.09
Quintozene 1.05 1.04 1.03 1.08 1.09 1.04 1.03 1.14
Silafluofen 1.08 1.02 1.03 1.05 1.11 1.02 1.07 1.07
Tebufenpyrad 1.07 0.98 1.06 1.14 1.07 —* 1.06 1.04
Tefluthrin 1.01 0.99 1.00 1.07 1.04 1.01 1.03 1.09
Terbufos 1.06 1.04 1.01 1.08 1.08 1.04 1.07 1.07
Tetrachlorvinphos 1.17 1.08 1.03 1.10 1.09 1.08 1.06 1.14
Tetradifon 1.04 1.01 1.01 1.03 1.04 1.04 1.04 1.11
Thenylchlor 1.07 1.06 1.03 1.03 1.06 1.03 1.04 1.04
Thiobencarb 1.05 1.07 1.05 1.13 1.13 1.06 1.06 1.07
Tolclofos methyl 1.13 1.06 —* 1.05 1.08 1.04 1.01 1.15
Triadimefon 1.12 1.05 1.01 1.08 1.07 1.04 1.03 1.10
Triadimenol 1.11 —** 1.04 1.10 1.10 1.09 1.10 1.05
Triallate 1.05 1.06 0.99 1.01 1.09 1.03 1.03 1.10
Triazophos 1.19 1.12 1.10 1.16 1.09 1.08 1.18 1.24
Tribuphos 1.06 1.11 1.01 1.09 1.09 1.08 1.05 1.11
Trifloxystrobin 1.10 1.04 0.99 1.07 1.06 1.07 1.05 1.11
Trifluralin 1.06 1.02 1.00 1.04 1.06 1.01 0.99 1.11
Vinclozolin 1.06 1.06 0.99 1.09 1.08 1.04 1.05 1.03
B
i



# 3 BV I B W THRETIL 22 TO R THEDMED o TR L Z D logPoy

BE log Pow
Oxadixyl 0.7
Dimethoate 0.8
Phosphamidon 0.8
Propoxur 1.6
Lenacil 1.7
Cyanazine 2.1
Fludioxonil 4.1

# 4 PRI Z BV TR EO BB MR- T RHELZ D logPow

B @ @ log Pow
Heptachlor 66 89 5.4
Hexachlorobenzene 50 82 5.7
Chlordane (trans) 68 94 5.9
Chlordane (cis) 68 94 6.2
Bifenthrin 66 100 >6.0
o,p'-DDT 56 92 6.8
p,p'-DDT 66 89 6.9
p,p'-DDE 57 95 7.0
Silafluofen 57 89 8.2

Oz A LR BRI BT D (%)
O HIRICEINU 7256 DRI (%)



AT HR
aRE20.0 g BV ERD
FBE - THIT10.0 g, AR1E5.00 g2 B ERY | /K20 mLA NN Z T3040 i

7Eh=kJL (115 HS50 mL, 2[a] H20 mL) Z Nz CTRETFA X%, W5 Ak
T7Eh=RVZNNZ T100 mLIZER (FhHR)

C18 (30 mg) k5

C18 (50 mg) kL

(@) C18 (30 mg)?D FIZ/ AL TIC18 (50 me)Z- it

(b) KT mLA M%7 BR=RIL/K (9:1) 0.6 mLTHH

(€) /ANDB10 wivvetifbF RID AEHR25 mLAa{E A
(O)DEEHEZAIRL , C18 (50 mg)lZE 1)

(d) /ANBAK mLETEAL, C18 (50 mg)a s

(e) C18 (30 mg)ZH &k

() C18 (50 mg)Z 2Rt [ CHzf:

PSA (30 mg) &

(®) C18 (50 mg)?® FIZPSA (30 mg) % ik

(h) 7R /~FHP (15:85) 1 mLCTIEH

() 7ER /T (15:85) Tl mLICER
GC-MS/MS 7>

HfERBEE T rva=r s
DA O G TIIEHELE L, T2 T 'R/ ~F P (15:85) 0.255% TR0.5 mLICIRfE
3)APCLE (¥ Vv —H A E5H)

1 R EOBEE
FERT E BATLEEE R T T T,



© ©

@ — R SR RIEY °
'@‘ FHERLD 4+ A % * 4

Y7
FELZFYN/K PUVY 7
9:1) o7
C18 (30 mg: —E&H)
M/ X
- 'Q\
10 w/vo Bk C18 (50 mg: ZBE)

ERHR
C18 (50 mg: —E&
B)
/N
@ —_
*
-
TEEY/~EYY
(15 : 85)
C18 (50 mg : —E&H)
"* PSA (30 mg)
BEREE—

SEUEIPISE S INAY [ E S
1(a)~ (d)
1(e)~ (D)
1~



100

80

(2]
o

Recovery (%)

N
o

20

010203040506 1010203040506 1010203040506 1010203040506 1
Acetonitrile/Water (8:2) Acetonitrile/Water (9:1) Acetonitrile/Water (19:1) Acetonitrile

3 ODS I=HT7LNEDOIEHTABREE L silafluofen DAL (%)
#2 N ZFEAFAE T COEILE



(@) (b) (c)

2,000,000,000 2,000,000,000 2,000,000,000
1:500,000,000 1,500,000,000 1,500,000,000
1,000,000,000 1,000,000,000 1,000,000,000
500,000,000 500,000,000 500,000,000
0 0 4 0
0 5 10 15 20 25 30 0 5 10 15 20 25 30 0 5 10 15 20 25 30
Time (min) Time (min)

Time (min)

4 RODO7 773D TIC 7u~ 7T Lk

KEHHRICEREZFRIL, X 1(CI8 2=hT A (—EB B) D> DOVE VA M OV B2 BRIt > TREIRIRZ L 7=,
CI18 I=HT7 L (—B B) OO RS R OVREE: (2) 7Eh=RNJ/L 0.6 mL, (b) 7E;=RI/L/7K(19:1)0.6 mL, (c) 7Eh=
RJ/V/7K (9:1) 0.6 mL

*GC- (ED) MS, A%y il m/z 40-500



100 -

80 A
9
; 60 - m10 w/iv%
% =5 w/v%
é =0 w/v%
40 A
20 A
0 .

Cyanazine Dimethoate Lenacil Oxadixyl  Phosphamidon  Propoxur

5-1 C18(50 mg) 2>HOVE R OATFUZ FHWDIEAL T RID AERIEIREE (0 wive, 5 wiv¥e, 10 w/iv%) &
ORI (%)

1FONALI I IR AL | X 1 129> CREIATREL L T2, 72720 b TR D DR OB EETE 0 wiv%, 5 wiv%e X
10 wiv%E L, PSA I=TF A LTI DKERUTAME LT,

100 -

80 A
<
> 60 - =10 Wiv%
% =5 w/N%
3 20 wiv%
X 40 -

20 A

0 |

p,p'-DDE Fluvalinate Permethrin

5-2 C18(50 mg) 2>HOVE R OATFUZ FHWDIEAL T RID AERIEIREE (0 wivYe, 5 wiv¥e, 10 w/iv%) &
DRI ER (%)

IENALIIBITRRE LRI . K 1> CGREVAIRETRA U=, 72720 AL T RO DR OIRET 0 wive. 5 wiv% X
D10 wiv%& L, PSA I=F 0 ML OREEITE IR LT,



100
90
80
70
60
50
40
30
20
10

Recovery (%)

1 mL

| | - | - - - - - - - - - - - - - - -
€ € € €| € E € E €| € € € €|l € € € €
R X~ Q- @ ® N~ QT O ® N QO O © N ©
o o o o o o o o o o o o o o o o
Acetone/Hexane Acetone/Hexane Acetone/Hexane Acetone/Hexane
(15:85) (20:80) (25:75) (30:70)

6 PSA =T L0 b IR & azoxystrobin D [EIILER (%)

IENALOIHBITRIEAIRIL . K 1 (PSA I=AT7 LD OV AT K OV I 8% 1<) 1€ > TR A

Il

Il

il

L7,



100
90
80
70
60
50
40
30
20
10

Recovery (%)

1 mL

- | - | - - - - - - - - - - - - - - -
€ € € €| € E € E €| € € € €|l € € € €
R X~ Q- @ ® N~ QT O ® N QO O © N ©
o o o o o o o o o o o o o o o o
Acetone/Hexane Acetone/Hexane Acetone/Hexane Acetone/Hexane
(15:85) (20:80) (25:75) (30:70)

7 PSA =T LINLOE Y TR L fludioxonil DAL (%)

IENALOIHBITRIEAIRIL . K 1 (PSA I=AT7 LD OV AT K OV I 8% 1<) 1€ > TR A

Il

Il

il

L7,



8IEINAFHIDT T 7 RERER TR
IEDNAZ IR I EERZ ML, X 1 129> TREAIR AL -, 72720, PSA S= 7 20 BORHIZIZO T R/~
B (15:85) . QT Bh/~F P2 (20:80) . @F Lh/~FH2 (25:75) . @T B /~F % (30:70) 4% 1 mL Z v iz,
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E5NAZS

=70~120%
iEhuwi &

n<70%

YAZ = >120%

FLvy
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80 100 120 140 160
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%K
xE
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S22 S

RE
FrAY
E3NAZS

m<10%
iEhuwi &

110-20%
VAT " >20%
FLoy

#*®

20 40 60 80 100 120 140 160
BIEH
[ 9-3 2 4 VERHAMBURRES R (ENREEE)

o -

52 S
XE
FrRY

E5NAZS
=0.80 - 1.20
m <0.80

m>1.20

iEhuwi &
YWAZ
ALvy

*®

80 100 120 140 160

410 #Ek= N> 7 2DME~DFE
I T %~ N 7 ARSI O Y — 2 TR



JZAE TR AR T AR BN 2 (12 b D 22 B PR HEENT 25 36)
[ 7 B R 3R O RRBRIE B TS L2 35 1 2 RS O FRIR A Z 17 F 7o AfF 9 )
SRR (BN 5 AR

B3 R L SITEEBEDL T4 bE B L2 BB oHTiEDOfEr

;%l

e Ml i (RERIERER)

WEEE AWML TIZEM T — b U » P H T O N-(tert-Butyldimethylsilyl)-N-methyltrifluoroacetamide

(MTBSTFA) (T & 2 i TRl 28R b 217, REFOEE 7V RY— K, ZAkRex—h B
FOENS DR N-7TEF LT VRV — 1 (Gly-A) | 3-AFNKRAT 4 =ar o @

(MPPA) . N-TEF N7 NAETF—F (Glu-A) ZRFEET HRIEI n~ 87T 7-2 0T NERESY
Hris (LC-MS/MS) ZBRFEDIZD DRI 21T > 7o, AKHHHZRIZT ¥ h=F UV TERZ /37 %, AXs
HA— 1V v 2% OB CREER D 2 BB L, A A AR EDOREZ R/ NRICT 5 L 5 10k
# 1L 7, Gly, Gly-A 1% 0.1-2 ng/g O#iPH T, Glu, Glu-A, MPPA (% 0.02-0.4 ng/g D& THEMR & VERK
Lice 2 A, RERE (R?) 130994 LI Lo BAFREMIEE R LT, £72, &8 FIREIE SN =10 &
FLZ Gly #8773 0.05 mg/kg, Glu $H73 0.1 mg/kg & HiH L7, AEIZIHIT 5 KED Gly OEEEIL Gly-
A L DOIFIT 20 mgkg TH Y, Glu DIEHE(EIE Glu-A 33 L OXMPPA L AR T2 mgkg Th 5, FEHE(HE
VUL DFZ Y VERE O 72 Gly 31345 5 mg/kg, Glu 361345 0.5 mg/kg & 725 X DS RKRE~FML, [A]IX
FOMTREBIOEABIREELZH N Lz, ZORE, BIUGEIL 97-108%., HMTREEIX 2-5%, =N
FBUSEE 4-9% & 720 A R T4 O BEEE (BIULER 70-120%., PHTREE 10%A00 ., ENFHBUEE 15%
A EWiTZ LT .

AW E R, SRR, PO W, KEHFOREZ Y RY— b, ARV F— b,
FSF (REER R FHTF) | e Bt — BLOENLONRBY N-TEF AT Y ¥ — k
(BERRFIFAEH, 7T AT (Gly-A) | 3-AFNKRAT f =aFa 4k
v A4h) (MPPA) | N-7EF LT LAELF—b (Glu-A)
FRINGEETHRIE I a~ N T 7207 NEE
A. BIFEEE SYHTEE (LC-MS/MS) % BIFE D723 O Ft 4T -

BAED O ORBBIMEED OO RBOMAEE 12, E7BI% LI HIEEKTRENO 7 ) H3—
BFROEBHR T ORI D=0, FHEILEE  HoFHEN LT,
ROHA=aF ) A FEEKSE RS E LT, MR

QuEChERS EH O EEERICILH S Tn b HikL B. #FREGE

A DI A IV, 2 O%ORBRBEEZ AT 5 LIt 1 AR S L OWE

RS RLERED S LC-MS/MS oM TAh A4 7 A >~ min D Gly (98.9%) . Glu (FREESGRBRA) |
LUk E B A a5 = b ©. SRR, fiET. &  MPPA (GREIEERBRH) | Gly-AlXE L7 /LA
TR 7o i R S 7 e B L IR A R A 1 O e T % B 5 FOEMBEAR AN L7z, Glu-A X7 Fa vt
T AREEE, BES— Yy S HTO N-(err- BRI L7, R IRMERIED MTBSTFA (97%) &

MTBSTFA+1%TBDMS (=95%) 1% Merck 185 %
H L7z, BEFE-CREE RS o ACN (HPLC A) .

Butyldimethylsilyl)-N-methyltrifluoroacetamide
(MTBSTFA) (Z & % fili{ Tl Ze i S 217

82



MeOH (HPLC M) . Eife7T v E=v L (Fik,
97%) . FEEE (Fpfk. 99%) 1X&E L7 ¢ L LFnLit
AR AR Lo, BARAKEEHIAmEE, 7
AU TBFE, DT FEBLOPEEZSEH L, Sk
AREDTIET AV A E - 7T VNVERE, I H
FEAMEH L, BRI RGIIT A Y BEAMEH L
7
2. AMERICHEA L7dEE R L OEEA

1.5mL 9 = — 7% WATSON £ 50 mL F = —
713 VIORAMO #8450 mL F = — 7 3 007 B
1% KUBOTA 18 (Model 2410) #i & 5 #1324k
. 1.5mL F = — 7 Hiz 04 BB IE eppendorf #1:4d
(MiniSpin) ZAEH L7z, FERIAET U7 [EE 0 —
FU DT RTTA AT 4 A = 2D
SPE-Presh % v 7z, 85 SEDERIC TINS5
EAH A4 — kU Pi% SPE-Flash Bl % iV 72,
3. RIER L OB EHE O R

Gly., Gly-A, Glu, Glu-A, MPPA DFEHEJF K
iE. HEMAR2mg % 10% 7+ =k U/ (ACN) /K
Vi 2 mL ST L, AofSIREEAY 1000 mg/L & 72 %
K OICTAB U7z, RS L 7= AR UENR 2 FH TS hnE]
IGRER A & LT, Gly 28 50 mg/L. Glu %8 5mg/L &
725 & 912 10%ACN /KEEHRIZ TR AR ENR 4 5 3
L7z, E7o. SMmat SRR & LT, Gly $1 50
ng/L. Glu# 5ug/l & 722 X 5 ICIRAFEYETR 2 R 5
L. FHRT =T AL 154mg & A X ) —)b
(MeOH) 1LIZIEML T, 02 mM FEiET > E=7
L-MeOH Zdifd U7z, #FER(LiA3EIX MTBSTFA
0.1mL & ACN09mL #{E& L. 10%MTBSTFA-
ACN FEHERR A L7z,
4. WEIEE R L OV LC-MS/MS Feii 51
HEEDODHNTKIE s v~ N T 720 F
LEESHTRE (LC-MS/MS) ZfEH L7-, Kik7 v
~ N7 73 EEEEFT LD LC-30AD DR T L
SIL30AC DA — "> 7T —%MHL, ¥ T A
BN RN EEEERT R O LCMS-8060 2] L
7=o M H 7 H121E GL Sciences InertSustain C18
(150 mm>2.1 mm i.d.,3 um) ZfEH L7z, 77 AR
FEIX 30°CICRRE L, 7 vy —F—WNiT 4°Cic
E LT, BEMEICIE 02 mM FEfRT B =17 A-

83

MeOH % {i# 0.2 mL/min T L, 6 pRIOT A
77T 4 VR X o TREWE O IyBE L ST &2 AT
o572y MSODOA A MbE—RiFZ L7 hr AT L—
A4 (ESD) fLIEORST 4 TA A ET—RT
Multiple reaction monitoring (MRM) % N Tor 4
L7,

5. FRBHH O fomE S

B L2 KR TRE 1g 2 50mLAY 7 v
LV UmiEICE L, SmL OBRMKEMNAZ, 57
MR E 95 Lz, EDH% 50%ACN KIE#K % 5 mL
X CEEI0mL & L, #RE 5%, 1930xg TS5 77fH

wmLOBEE T o7z, B 04mL & ACN 0.6 mL %
BA L. 5SEE%. 1930xg T 5 oy Lok s

ITWBRZ 37 Lz, 11K 0.025mL & 10%ACN 7K
WiR 0.975 mL ZiRG L, #UBHlHIR & L7z,
6. PUEMSHRL, HEUER IS K OVE M S AR L i Ak 1
B — U v P Presh-AXs (55 4 &7 X V)
ZHW, 10%ACN KK 0.l mL T2 7 43
=7 LT RICEEHE R 2 0.05 mL BAfF L7z,
0.02%[E/RAE K VAR 0.1 mL TP, ACNO.1 mL T
BEHHFOKREZIY RE . BKZITo72, BAKE,
10%MTBSTFA-ACNO.1 mL (2 & - CEHHF T
BAEEITV, FHIZ ACNO4 mL ZIRM U723 A 7
N RV T Y 7 A% 10 BT o 74212 LC-
MS/MS 2 THMT EAT > 7o, HRUER DOFERIIZ D
WCIERREHB R DAL L ARk D ik Z i L CTA
i, 10%ACN KIFRIZ X DB, Bk, #HEmL
BLOBHEITV, LC-MS/MS IZCTHotT & T- 72,
7. HERHLER

Microsoft Office and Business 2016 @ Excel % f\>
T2REFEDOEIE t RE, 3 BEMLL LD LRI tukey
BREIZ L > TR AT o 72, £72, Rtk Y 7
R % O T S PRI AR BRI O B B B T2
DHTREEE 6 KL OV N BURS B2 13— Jo L i 40 B0 AT I
FVEM L,

C. BHFRER
1. EFFERILIC XL 5 LC-MS/MS it D fcift
1-1. BEFAFEEARALEOR & MS Sk DS



SMFHRATE R 2 F\ C, MTBSTFA ZK(C
Lo CTHEFHERILEITV, Gly 5 ng/L BL O
Glu #8 0.5 pg/L IZFR#E L. MRM St {217
ST, ARFGETHWZ Y U ABRIGIE 7 A FIFRA-IC
OH M FOFRRNBEEL | 5 BN T RAZ#E T,
fE£1Z tert-Butyldimethylsilane (TBDMS) 73 (& #i9
LIS THD (Scheme 1) , KAWL TIL, fBBA 4
RHEFA T — BV DICRER R E R ST
%Iz, BARZITY, FEMMERATERRZET 2 & T
BEAHE SR 4T D 2 & & Lz, B b sE-%
EERE 77— P27 va ik, =L b
aAFL—A A4k (ES) (5 TMSIZEAL, A
¥y rE®E—RNEe7ad s " AU AF Y E—RT
ITEAT O Z LIk o T FHEML LR DA
A AGM OREEZ T o7, ESIIEDORYT «
T RHT 4 T A F T — R THB AT 1255,
TRCOEHERICBNTCRYS T 4 T A A ET—FT
EWRE 21572, ZO%, FEMCARERD Y 7
—HAFy, TaF s v A v, BEEOKELE
177 (Tablel) .

9 "ﬂo
P UN_NEH
(\)\ ; o I HO' Gy o
P .\l\)k + 5 S Jsi—&
AN N - R X I
HO™ | OH FL ) 2N r
- ¥
Gly MTBSTFA P J
0 [¢] [
TR | ; P N reows
— ”0/1"\/.\1 0/5|7< » TBOMS. P o—TBD!
0,
o TBDMS

\/7
R Si

I'BDMS

Scheme 1 Gly & MTBSTFA & O
Table | MTBSTFA & & AEHERK D MRM transition
MW MRM transition Q1 Pre Bias CE Q3 Pre Bias
Analytes*! SR )
(%) Q1>Q3 *? ) (v) )
Gly- . 5125311 20 25 -15
3TBDMS 5125295 26 32 -14
Gly-A- s 554>311 20 -30 12
3TBDMS 554>352 28 25 28
Glu- 410>195 25 35 21
409
2TBDMS 410>179 22 32 21
Glu-A- i1 452>195 -14 42 21
2TBDMS 4525250 24 32 27
MPPA- 51 382249 -14 21 27
2TBDMS 382>151 -18 34 -30

1-2. BEHORBG
U IABBUSHE DAL R Z R =42 &
DEEINTWS, ZOd, BERICEECKE A

84

N5 Z L IR O TR EIT 5 LERH 5
EEZ T, RMFTHR AR 2 AT BB
ELTEITEH SIS MeOH 35 L TN ACN &R L
TEREDZENZEN O — 7 EFEED B R LU E
EEIHL, R EITo72, TORS. ACN I3
MeOH (2T Gly, Gly-A, K UMPPA (28T
ARIRENE Mo Ten, EH 6 BRFEN BAFTR
Mmol, ZOMREREZ T, AU ALERESE
DIZOIIHERT o E=0 LEBEMICINNT 2 2 &
BEZT, BHiET »F =7 LT ACN (T 720z
H MeOH (22 L, EEfET »&=17 A MeOH D%
R CREE, RS, IR IC DWW CRBROFFE AR
{EAR R A IO CRRa Lo, EOREE. BT v
T AEFRINT S Z LT Glu HOEED ACN (2
texTHEICHmEL, SHICHEbM ELE, £
7o TRINVEEEIT 0.2 mM OBR I @ 2R L7z, ik
FERFE L BENLE L 02 mM Bl 7 =7
A-MeOH Z BB O fciti St & L7z,

1-3. IREOME

Bt & U728 O MeOH 134+ @ OH iz
KO RAITHEEM R ER 2 S5 & B2 )
fif 2o L T S FNTIREE RS R R A Tl A B
HZ b Uiz, ZTOREE, BER L UOREENLZE L
7ok 0.2 mL/ % fei S & L=,

1-4. LC 77 LD

AR DRSS RIED & AR~ & 21k
T %, Ffl L7 BEITE 2 Rk E S 20
100%?D MeOH ThH 25 Z Enb, REEIOEmND Z
LAPMETHD BT, TOTD, REHEN
23% T3 % GL Sciences . Inertsil ODS-HL (150
mmx2.1 mmi.d., 3 um) & InertSustein C18 (150
mmx2.1 mm i.d., 3 pm) HWTEE, HER LU
B o el 217 o 720 T OFEHE, HL 4 7 A
1% Gly-A PHRICEWVEEZ R L, CI8 I 7 Al
Glu DA EIZEVEEZ R LTz, FEIZOW TR
W7 T 5 EBICRBIFRRERE R UTIZA, CI8 U T A
RPN E S BEIHIC L 2 b Iz bhd =
LRI DR L BIFCho7Z L6 CI8
ThERELC I T Lk LT,



1-5. BT LA —T BI04 — N7 T —RE
Dt

U ARSI S12 X o CROBPEC RS N A
92, 90CHEDERSM TS S TS &, OH 2D
iz Gly X° Glu I\ZAFET D5 Lk T I 08 2 kT
UMV I LT D ERMBN TN D, AHFRET
X, BEFMOEMFCHSEED72D, 7 I~
DYV IR Z Bl Bz BRECHEEICBE L
THT LA —T o4 — 77— 0l ER %
1Tol7e HT LA —T L DIREZ 40CITHEL., 4
— MU T T —DREE 4°CL 20°CICFEE L= 5&AF
THERFZ21To70, TOFMEER, 4CHEITBNT
Gly-A B L OMPPA ICBWTAHEIZEVREZ R L
ERELL BRFENMEWERTHoTe, ZHIEH 7
LA —T ORENE N & T, BEEO MeOH &
FHERAL B DMK Sy R B DMIEE RS EE DMK R L7z
EHERIL72, 22T, BT LA—T U DIREE 30T
WCREL, A= 7 T7—DREZ 4CRB LV
20CICRE Lo et CRREt 21T o 72, T OFER.,
F— 7T —REE 4°C DI Gly, Gly-A, Glu 33
L O'MPPA IZB W THEICHEWEEZ R L, 200K
FEDIFIE Glu-A 2B W THEISEVERE 2R Lz,
FERBECBWTIELL L BIFRERE R LT,
ZDZENG, RELEENRIER T DA —T
30C, A— bV 77 —4CHERESME LT,

2 EPE SR & R EE D RS S 0 AL
2-1. BRI DR

SV IABRIRIE T A FEOEHILIZ K > TRIGHES
FEENECT D, A BICATFVEN 3 OREA LT
Trimethylsilyl (TMS) L2356 5OG L3 <, 50
H LT, SEATHFRIZ VT TMS {RAE fh
TBDMS L&D MS A7 ML G LTz & 2
7. TBDMS LAZHEG D MS A2 kLD EFE DN
WERZ R LTS, RICARBIZE T TMS {bik3E %
MWieGmaic, 3 Cllsfb LB EiH O MeOH
WX o THfET 2 EHERI L7, 27, MK fE
~OREMES BRI A TE T COSUSHEE &
V TBDMS b3 % H i, SEATAFZEIC VT
TBDMCS & i J5(C & % SOSIS & » THERLAOE
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DI S, ROSYEE ED D720, GC-MS 534S
B TIX MTBSTFA (2 1%TBDMCS 2314 - 723k
FaMWDoERZ < RESTnD, £2T,
MTBSTFA {3 & 1%TBDMCS+MTBSTFA 3|2 X
2 RSP N O W TR 21T o 72, Z O
B, B 5 ORIEEME o CHIREICHERIIT AR
TH 7208, 1%TBDMCS BIRM I TV A EEZE
WT Gly BEGlu gL, BEN R+ 7o
7o ZHAUE, BEMRCRICERT DA A B
A FEBMENE WS, RS U CHER%
B E RO Lzt L TWnWbd B 2T, DT
. MTBSTFA i3 & fcii i B bR & LT,
222, FHERMGRIEOEH L — R Y v PR TORG
IRpf] & ARSI D et

MTBSTFA (2 J % EHFAFE E AL T IEITHRE ST
WRWZ END | BT COSUSRER], A BRUALESS
B % ORMRRIC L 2 ZEEEZRFI Lz, 130D
(2, M — N Y R TR R IR AR D
BB IR T DR & 5 o3 it L 7o R i3 o 1
REE Lz, ZORE, BEHT— R v UHIcfk
Fr LTV OIS, & 3B SRR T NI I SO T 5
LB LT, WikAm R OB T THRIET S &
P LRI S L ORI R T 2 AlREME 2 b o 72
7. FHER R AN R, REICEET5 2 L
BRI E LT, RISHEEIRMERICHIRT 5%
% MeOH 3 £ OV ACN & L CREMD et %
1ToTz, FBRIARE L L CHlk L7- MeOH (37538 (K
L THLRET 2EITIET L, FHEARLE 90 5
T O T Gly BEONGly-A IZB W T, K&
PR T AR Sz, 3k LT ACN I3F5 8K
ELTHH 90 B L CHEETH Y, £7- 24 B
R L CH R&E KEIXK T LiehhoTz, Z o8k
RS O 21T 0 BaIcid, BRI ACN
riESEE LTz,

2-3. PHEMCERIRRE O R

AR B SRS I T 5 L B
Z. EHBPBEOFEMLRIERE L 1. 10,
50%MTBSTFA-ACN ¥AIRIZHREL LT, J&JE &R
DIFFTEAT > T2, METORER, TXTOFLER/IR
FREMTAEZRIIZRL, BEICO VW THRERE



ITR.BNR 0 o7, 1%MTBSTFA IA{&IE Gly <° Glu
PHDOFEIZEEARTAT YRR RENT LR
50%MTBSTA &R O Glu I TM OB R THE
WS Gly ZHOBEE MR T2 8, fOREZ b~ TR
CRERE DR LA 72 10% 1A % Fci & LT,

2-4,  [EFFHEARIC X DE b & mEE L

TEN D FAEARAYE T 0 IR AT B IR P R0 B
. WEBREFETH D, WEMSRMEOIEkELE L
T. FMOC-Cl, A /v Ml b Y A F )L 3,6-
dimethoxy-9-phenyl-9H-carbazole- 1-sulfonyl chloride
(DPCS-Cl) 4% < OFFHMALRIEIT X 50k
DRFEIN TS, Ll RIGHEED VSR
ZIEREE b RWZ ERFEE S RLTWD, F
77 AV NEERE R U A FUIC X B ERERL TIREIE
FLRE CRIE 2 BR < 2 & DIEBRR BRI 2 L T
Wb, £ IZT. AWZEOEMEFEMRIIC X > TG
R EE P SUGIF R O ELBGRI 21T - 72, £ OfER, &
WFFEC O BARFEEARLIEIC K > TROGRR 3R
FOSIREEIXER (25°C) TITx 722 &ovn . RoHT
EIFERIEL D EETRETH L Z &P LN E
Roln, XDHIT, MEEEMANL LI bAoOIEFHE
PRIk & B E LIRS KD EDEE S ng/L
RAFERIIERERIC L VM E To72 & 2 A, P
FHER(LIE & T Gly : 3208 £, Gly-A : 308
f%. Glu: 3%, Glu-A : 75 %, MPPA : 23 5% D
JE BN RS2 2%, MTBSTFA OFFEK(EIZ X
o> CEEE LA ATREIC LTz,

3. ROEORFHLE O feiEfl,
3-1. fhHSAFORE
KREDRERIHF 3B, RAK . IRET
K8SEEEDD, TOPTH X L7 HIFHK 40%
D, EOZLDKENEERTZ b, HUXE
BWEIZIRIEEL, ~ U v 7 A& LTA A AbE
AEITZENBZOND, £Z T, ACNITLD
B s Xy BRI T, XD, BT 1 g
IRAE YA DR A Gly, Gly-A:S pg/g. Glu,
Glu-A, MPPA: 0.5 ng/g £ 725 LD IZiRML, =i
T30 piRiB Sz, 0%, K 10mL &0
Z. BE S, BODEE (1920Xg) 2% 57T &1

86

ATV L7z, KR 0.5 mL & ACNO.5 mL (2
TERZ T BT 0Tz, BRE /3T 1% DR % AR
L, AXs Ef#Z—FY v Iz L, FER a7
92 L THINE ( EMRIRIE-RIET Z v 7 I
ML) X100 (%) ) BIODHTREEE (BRI
w72/ [E R X100 (%) ) AR Lz, EOfk
B ZUVERYP— P BILOT VAR R— hDEITEN
120% %2, VAT R— MTOWTIIREE S
TR oo, 2D ENE . BRE R TNFENREN
EEZL BRA XD ACN % 0.8 mL, Mtk %
02mL IZEH L, FHEOFERTIEC X - TH
IR EPHTEEZHH Lz, TOfEE, Gly O[EIL
RN A0%FETETFLTLEN, BRE VX7 EED
ACN EDNMEITH D LB X2, £ T, AKiittix
2 BeBEITor i, 1 BRREH I3EMIK SmL, 2 B HIT
50%ACN KEFIE 5 mL 12 TR L8 RE DR v
NI EAT T, D%, ik 0.4 mL & ACN 0.6
mL (2K DBRY LT BTV, [AEROFFER(LE
ICK o TRIGR ERGE LTI Lz, TORER, 3
TOXNBEHEIZITBNT 70-120% UL E D B AT 72 78
[ Z R L7223, i 2 TR L EIEN 120% %
R TV D RIELOHITREEL B 10% 0TV VR R 2 7R
Lice ZDOZEMB R LRI BUIMIA A AT
BrhHzx 5~ M) v 7 APFEE L, BRSO E %
KFT5 LB 2, BRIC K > TR REILE & E
DOFEHZHE LT,
3-2. BA A ZHER D — B Y v P ORE
B GBI L P E O KB FIZ BN T, U R
RNV ARF N A F UL 72 BB A FEO, Z
DZEIND, A F o ZHEFE T — Y > DIk
FFSE2 2 ENFRELE B2 oM, T 2 ERRIEIC
Lo THRFFOBRE O~ R U v 7 AONER ) S 3 e 7p
HI-OEMI— R v PORPBMLETH B & AR
Uiz, ETo. A A v 2B R AT 2 THOKMEE
REILRORG A A R BE R A R A CRFOEFE 7 — b
Vo DIXHASGE OMWE E REFD O EALD ]
RN D D EB X, A A B RER D A THEAL
SNDHEMEH— RV v O THERILES % H
WCRE 3 KOS E O LR 21T - 7o, Feleat
AT BRI — U v I U A VEIRICT 2



J 7a vk ((CHCH,CHNHy) %56 S87=
NH[EMA— RV v PR Y ~—HRIZ4HET I
(-N(CH3);") ZHEASEAXsEMAI— Y v
D2FHTH D, MAORE., T XTONEWHEIC
BT AXs 2 L7253 NHo (R IZ bR CF
BloEEERL, BEbLREL Lo, ZOBGT
A OB B Bt RS #Mﬂmﬁﬁﬁ?_%m
LictBbhiz, AXs B — Y v P OERE
EOERIINH2 EFEL— Y v PHOFERREDE
FED AT A MEREN T DHE X SR E 35 <
L, FHEMMETE L EXZ, 20D, VY
ATNARDEE A — NV v a2 2 & i3kt
. RE LRENRICBI Th oo AR ) ~— KD
AXsEI— M) vV EFEHTHZ & L LT,
3-3. BUKMERFRIEM S — B Y » DIZ X DR RO
et

KREWMHEZEO~ N » 7 2%, §E (Lv T
V) RREERIHEEN G ENTNDHZ L0k,
13 U OICBK MR BRI L D EIER L O E O
W Ea2R AT, 22T, BUKHEY ”*%f%ﬁa“é
CI8 [ — N U » URBIKMEF X OBKMEYE
A7/Xi<%%¢éﬂﬁ(ﬁ%:$)X?V/
VE=ANRBY) EHHT— Y Y (D) &
AXs [EHA— Y v (FED ZEREL. Bilo
C18 38 L U PBX (T ITBUKME DI E 2 AXs I21E
HAEO R E & AR FF S 5 2 212 K D EUR & O T
FEZREH L, "L~ N v 7 AE2FHER(E
WONTER I S H 22N oIz, FEMRFERECBE %
1ToBRCiE, AL TW5 C18 B LUV PBX %4}
L. [EMOFIHEBRWNEOE T — ~ U v &

EHEM b E T o7, TORE, C18-AXs (&
%)%i@HKAMT%@%ﬁilkTEW$ﬁ
KT L7z, BKE LT, Cl18 BLUPBX ~DOxfH
WEORFNE Z 6D, CI8IXV Y WX NIRRT
Z I8 A SHTAEZ Y, T XTOV I BT
MCRST D Z L3, ¥/ —nEe LTHEREL
TWBHANL, Z D7, EitZ R T 58y
BNy T ) =& DOKBREGROA T UFERITE ST
BREFT 2 L EZ T, Fio. PBXIZHOWTITE KM
WE L BRI E RS Z LI O RE B R T D &
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BT, T ) — REIIEER TR CE A 2 b
NE, ARRTD 3T 42 a =2 7BV THERRK
R DEINEAT 7203, IR TR KR IREE T H
ST T OBOUKMERFLEAE T — b U > P RS O RER
BBz,

3-4. FEFRUEEC K D AHER Sy O YRR

T OWWIRICIIKEE XY I U ThHTA T
Y (=aFum) o N NT UMM OB E &
BATND EBZ T2, T OWEITAEETIZ OH %
ZH L. TSR TOKEF CITAEMEROZ &
2O AXs [EMT— Y v IS AR T AL
NEZHBND, ZNED~ b w7 ARA A AR
EOREDR TEZEZ LTWD EE X, BRI
EEZBZT-, 22T, EMEI—RF) v OWHETRET
FERRIZ L HDBEVES 21T D 2 & & Uic, HiRRIRE %
0.02%. 0.1%IZFE L, JEREE & FEE 2 HRaS L7 id
. 0.1%DFFZ Gly XA EICE L 720 | Glu,
Glu-A 13 0.02%DFFIZHREICHE < 2o 72, GluFHD
JEEE T Gly TR TERWZ £ n | EER T2
2% BHEIT, 0.02%NEEKIAIKR & S stk & LT,
Bt L7z hhiit, RS CRINEEZFEH Lz L 2
A, EIEE, JMTRE I BAFRERE R L, &
WAL U 7o Stk T2 PRI 21T 5 Z & & LTz,

4. %%¢ﬂﬁ%%@£m
4-1.  Hustig EEIC X D EARTEO R
:mich*#\Ms%#in%%%Mﬁ%
IZOW TR ZIT o 7o, Hafb L7z H1E TRHER
{EAZHERR D BEFEARIUC K DMt A i L, E
B DR 21T > 72, Gly. Gly-A 1% 0.1-2 ug/L @
#iPH C Glu, Glu-A. MPPA % 0.02-0.4 pg/L D%
THREMRZIER L, IRERBEHR LTz, Ok
K. R=0.994 DL EOEMEEL R LIZZ LD, H
R B AT &Il L7z,
4-2. < MU v 7 ZAERORKGE
IMREFEDMEIER T A HNT, v bY v 7 2%
FEEH L, v~ ) w7 2RI 7 7 v
7 RTALER B TRIR AR YEIR 2 RN L. B B R E O
AL CHl > 72 B2 100 ZF UfECHIHL, £0



EAS 80-120%NIZINE D Z L TR TEH L aNn T
W5, LonL, ARBFZECITERERE FEHED— RY >
JIELTHEERILL TV DD, KTT T 76
HRBICESERNT 5 2 LN TE R, 42
KESERGT T 7 PRS2 813 TED
W A T AR TOFERAIERENR KRG T 7
7 BHNRE L BRI CANKR Z 5 2 LB IE
T Z ENNETHDL EHE X, £ T,
RKET T o7 s LONRGEEERIZIED b B[
A — RV v V%L CHERILL TWDT2D,
A=Y PP TORBIEHR T D LERT,
ZO7H, HHEOWIRIIRSIEERZRML, 7%
R A AT o 72 B — 7 IR E A 25 SR LR HER
B — 7 R E CTHI S 72 fHIZ 100 # LT~ MY v
2R EFH LTz, ZOREE, 93.1-104.7%|2UX &
D BAFRBIE A R L, AT D~ R Y » 7 AR
LR L TH RIFREE CTHo72Z b, Lon
D EEWEERNTE D EE R,
4-3.  IINENGERER D FE i

saE b L7e FiEEZ VT, 8RN, [BINER, KSR
BRLOEEBRFIZOWTHRF L7z, FHliTEIZDN
T, BEFBEDOH A KT N ESERABE 2
A, 1 H20MT, 3 HEICERE Lz, Kb Lih
ECHXEMEZ G £/ WKRE 7T 7 7 #]IE L
T2l ZA WBETHE—7 IR T TRIEIT+
DTHDEHW LTz, AARIZEBITHKEFO Gly D
HHEIL Gly-A L BH L T20mg/L TH Y, Glu D
HHEIL Glu-A B X U'MPPA A% LT 2mg/L T
Bb, TARTANTEBWTUIEERE S L < 3%
EDHL3 2 WM 5 LS Tnizizd, Gly
1345 5 mg/L, Glu B34 05 mg/L & 72% X 912K
AU, FREE 725 X5 I L7358k
R & O — 7 HRAE CECEA B Lz, 56
NieE—27 7= nbEIELR L, Z ORI
Z—JuBL E WO HTIE CRtRHAER L, DHMTIEE S X
OENEIUSE 2R Uiz, Zof5, |IR, §f
ITHEE S X OV N BURS BE L2 2 Y Rl T A K5
A OREM (B 70-120%, P TREEE 10%A
T, ENEBURGE 15%A0) 47z L7z (Table
2) . F7z. TE FIRMIE SN =10 LV, Gly
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0.05mg/L., Glu#80.1 mg/L & HH L=, LLED#E
BING | ARFZECRSE LI oMk o2 S M2 iR
iz,

Table 2 FANEIGRER (%, n=2X2 A X3 HIf#)

Gly Gly-A Glu Glu-A MPPA
RS mIes 97 108 99 98 99
BHTHREE 5 2 4 2 5
S5 N LR B 8.8 8.0 9.4 35 7.6
4-5. KO~ M

B L= oiriEE v, RHKE, RAMNT
K., ARG ~OWEMH 1TV, (Sl & A
WZOWTCEHMliZITH Z & & Lz, MEE LT, AH
KRS (bEEE, 7 A U BE, BT ZE, PE
PE) AT BT RE (7 AV HEE) 15
v, FBRHHAKRE (7 A Y I GM, Non-GM
B3IV TN, TAYVAFES VTN, TTUINVE
3V TN | FEHKGH (TAVS - TTUL
FEIREG) 1 o I icHonTEmEs &, E%
Tolz, ZOREE, BMAKREIBIOMLKRE TIE
S A IIRHIBARM ChH o7, L, R
KEBLIOKEH TV > 7 EIC Gly, GluB &
O Glu-A DERRERLL ETERTE, ERMEEE
7zo (Table3) ., HA K74 2B W TEEHKE
® Gly OIEHEEIL Gly-A & OFRFIT 9Img/L &ED
L TWD T, AMEEZ TR RE R LT, £
7=, AARIZBWTEEHKE O Glu (T EEHEE
DILTWRN e, BARKEOEEFELLE L 72 D iE
RERLT,

ERERND, TAU I TEEINTODHREIT
Gly 1Mt CP4EPSPS (7 & F /ALK Z AL L7swy) X
Glu it 7 2 F AR DAL 7 v REIRE A E
e 2o TBY ., 77 VLTI Gly (it CP4EPSPS
MDEMIZR S TWND T ERRBEINT, S HIT, fifl
BHHRT D Glu-A ZE & L7 iE X720, ARuF5E
DHHTEIZ BN TR E O HYEDR R S 117z,



Table 3 fEHHAKE, KN TOEREME (mg/L)

FEHE - R Gly Gly-A Glu Glu-A MPPA
GM-1 0.97 N.D. N.D. 2.00 N.D.
GM-2 1.50 N.D. N.D. 1.22 N.D.
GM-3 125 N.D. N.D. 1.91 N.D.

Non. GM-1 N.D. N.D. 0.26 N.D. N.D.

Non. GM-2 N.D. N.D. 0.29 N.D. N.D.

Non. GM-3 N.D. N.D. 0.24 N.D. N.D.

TAY A1 041 N.D. N.D. 0.31 N.D.

TAY A2 0.37 N.D. N.D. 0.57 N.D.

TAY T3 0.44 N.D. N.D. 0.85 N.D.

TAY T4 0.36 N.D. N.D. 0.58 N.D.

T AU TS N.D. N.D. N.D. N.D. N.D.

7T V-1 3.39 N.D. N.D. N.D. N.D.

P 1.05 N.D. N.D. N.D. N.D.

7TV 142 N.D. N.D. N.D. N.D.

TAYA .

e 1.73 N.D. N.D. 0.28 N.D.

7T I -H

D. B8

Gly. Glu ¥ XUz OR#HIIEEFIZ Y VB
HNKRX L EEFFOZ L bt ERd, oM
BIZ X0 SRR &2 S 2 L oA A kbR
DHESEEMENE WS TR H 5, ERIEICE
WT A EF R ARBECEME R B E R BRETH - T
MERN 7=, AW TIL, MTBSTFA % H /-
B G R LC-MSMS {EIC L > TREFD 7Y
B — b, TR TF— B IOENLRE O
HCHE T, AEEREA AW WSHTNEOBR 217
ST, AFGETIIBEFSLC 7 A, A A 1b5
5D LC-MS/MS RIFEDRRES, BrE /37 o
5y DERFEF ORTLER 2 st L, SRR I D
THRE(LZIT> 7o, Eio. madifb L7z B SR
Ea D 2 & T MK fROB1Ed M 2 h)
SEDH L LB, MERSE & @D & AR
b3 52 & CHBIMEON B, mEELETH>ZET
BERAFRICE D~ b Y v 7 AO KRR Z ATREIC
L7o, il L7z 4otE CIlRmEIGRER 21T > 72 & 2
A, FHEENNER 97-108%. DHTREEE 2-5%. N
BURSEE 4-9% % ¥ BRAFRRE R &R LT, Ay
MriE DM M2 TR LT,

BAFE L7c otriE 2 S E OB HIKRE., IR
ERIOEEARTICHERA LcL 2 A, FEHRE
IZBWTH 7 LRI Gly, Glu, Glu-A O E&1{E
EHER LTz, EEMENO, TAY D THEEINT
V% K F.1% CP4EPSPS 23 A 41TV 5 Gly ik
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X7 v FIACEERE DB A STV D Glu kD 2 #
v 7 MR EFE RS TR, 7T VLTI
CP4EPSPS A ® Gly MHER FIRIZ /2> TnDH Z &
DRBI T, 62, fFEHHKRE G Glu-A %
ER LG TRy, SEoZ Enb, Kofriko
B MO A & 7 LTz,

AROHHEITRGE, fEESEREED H D kT
by, HREEEREOT =21 v 7REMEO B
HoFHANRFIEE LIRS D, 4%ITE&H
Z i L T2 REOBARFIEIT O R E.LSN O GM 1R
ML Thutray F2R%EDGly, Gk
BENSOREYDO—FNIEEFFET DL &b
575 23 b & L ) F A R D T4 E BhfE AE
H-LC-MSMS (2 X B4 T4 VEEITH Z &%
HEL T3,

E. #m

AMFSE TIL N-(tert-Butyldimethylsilyl)-N-methyl-
trifluoroacetamid (MTBSTFA) (2 & 2 fiff CiHuE 72
BEMFEERILZITV. KEF D Gly, Gly-A KT,
Glu, Glu-A, MPPA ® LC-MS/MS % i\ 7= 5 4y
—FOWEDRR Z1T -7, £T2. ARG~
DN 2B U, ROAEITIE, fEE»EH
YOdH DML THY | EEEEROE=2Y) 7
RJFME O EE B OA AR HE L LTHIfF S
D,

F. RECRER
2L

G. xR
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