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7o, BROIEISZIZ K D HEARIEDFAMIZ DWW T
HiRET L7z,

[2] FBAKEWZIRIT 2B HEOBRE
WEARFE 35 PEW) % XEG T 3 FRSE O WURE ik ik
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—FRBRIE TGC/MS 1T & % % —FikBrik
(FEPEW) | OFERBEA SR U, WL L7 oobTik
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(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 )

_8_



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



