HE2EE LT, M ZFLT I - EREEE
REBIR LT,

NV ZFATIVROEBROLERRE
pH A—#—THRIE LA OHEERM L, &
By OIERELC pH4. 5 Je U 6 DIEER # ERY
L7,

2) fn#ERE DORET

TR FRALER % 4T 9 Te O DEREIT DN T
BREtL7z,

HpF 2B T 5 2 aizP s — FAHE
PETALALTY M —F— LTz L
e ZAVIRERIEN Y L TE b oTz,
T T, MAARSBL LTHEERRRELY A
W, BRLTTAI#Ee— T ry s ET
ML=, TO/RKEER, BERGETES S
DD, REBEF L, RBREO—IHBERKZ
W BRI AR LTHRENE(L LD &
No, BEAECMEBAERMHEELL T
DAREMER R S LT,

BEEREL, EEICEL, 7R
t—h7vy 7 TMELETE 5 MBAE
BIZOWTHELEEZA, (LERGAY
T AL TR ONT 2 BRGyHT Nk 5> i
RBRE R EREFHICEN T, TUDORE

PHBKRE L, RN, e—bT vy s E
TOBRIEMER L VENZT I /B HTRAM
KRERBRE LLT, N¥a—LrFa—7
R ERATAZEE L,
3) BRI L
ENENDNAF 2—AF 2—71Z, pH4,
5. 6 ERBEHICHELIZN) =T
T I -EEREENR ImL AN, ZHIC~ T
F 4 1.0mg/mL 7 & b UAEEEIR 10uL &
FNENMZ Tz, MMBUC X 0 MEREE L 722
WO, FHENEZT AL —F—THIE
Liz#, BRRL, TAI7 oy /fTHE 1
DEMEIZPEV, & pH DREEIRTHhENn%
90°C20 %7, 100°C60 %3 & O} 120°C20 43 /mEk
L7z (K 2) , BB, "Fa—AF=—
THNOBERKRE 10uL Fo8Y., ZhicT®
ki 40uL, A # /7 —)\ 40uL #M%. i
Z1 GC/MS, LC/TOF-MS THIFE L=,

#£1. IKSESHE
BE (C) R (99) pH RERLRFE 7 0206
90 20 4 IKIRFRE
100 60 5 N—F 7 EE, B
120 20 6 BE

* METORAER Bl : A= 7 L—TEEZNICHETIHD)

FEsBEEBRRLRRRANY

X 2.

7

=

%

/§5E1_A3:1W7

MEAEBRE AN a2 —LAF 2 —7

ThHIfe— TS
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<GC/MS 1>
IEE : Agilent 6890/6973 (Aglilent #-f1)
717 A DB-5MS (NfE 0.25mm., EE
0.25um, & & 30m) (Aglilent #15Y)
BT LREE 50C (14) —25C14y—125C
—10C/53—300° COEHNABR T 0 75 A
(IGCMS Iz L 2EEED—KRARE] (F
R 17T 8 1 A 24 BRTEZERS 0124001
FRAFBEERELBREMEZEMERMS
(BRICERBTIRE, SRR ITE
YWREERMORS TH HMEORBEICD
WT) BB ICERE SN T A RE)
A VB —T7 A RBE : 280C
A FALE— K : EI (70eV)
HEE—FN: 2% v (mkz50~550)

<LC/TOF-MS &>

& : UPLC ACQuity-Xevo QTofMS
(Waters #50)

77 A ACQuity UPLC BEH C18 (N
£ 2.1mm, EE 1.7um, £ X 100mm)
(Waters #H81)

77 NREE : 40C

BEMH : AR A%/ —/-k=90:10, B
" AEZ—N-K=10190 DRATEIR

77Uz MEE  AB=90:10 (04y) —
AB=0:100 (10 %) —A:B=90:10 (10.1 %)
—AB=90:10 (15 4y)

JEE : 0.2mL/min

A F ALk : ESI(+H)

A F IR - 120C

Fy 7 U —EE : 3.0kV

YT a—EBE 20.0V

a—2H & : Ne. 50L/Mr

BEA A - Nz, 1000L/hr

A% x EH 0 m/z50~1000

U7 7L A< A miz 556.2771
[M+HI* % % m/z 278.1141 ( Leucin
enkephalin | Tyr-Gly-Gly-Phe-Leu
C2sHs7N507.  200pg/uL)

2. BHRRUSBE
1) M X A0l

BMBGET CLBLZ#O pH X, W
FTHOMEBLEMETIZBW T HINEET & 12T
FLTHoTz (R2), > T, MEAFIE
7% pH T, NEFRFEANZAEL CESSH
TEY, SEIOEBRER»L, ik pH IZ

BITOMBLBOFELERTEHILEN
FER ST,

%z 2. BBRIEBRORSETHO pH 4k
pH
pUIEAE: S — p
MR | ARERE
90°C20 4y 4.0 4.0
100°C60 %y 5.0 5.0
120°C20 4% 6.0 6.2

2) I FFOBEE

MEARBREEEGT TENEN 3 T
BVIEL, Bbhi- MS Zu< b r 5 A

(TIC) mb, =T FAVEBELZENLE

(X 3),

BREHET, WToMBREBIZBNT
b, YT TFFUOEEIRD LN, BE
DOFEEIX, 120°C20 4y (pHB) KX 100°C
60 4y (pH5) T 4 FRETHY, 90T20
47 (pH4) T 1EERWETHY (£ 3), pH
DOEEBLVEERVHEOEERKELLE
NAERPA LN,

# 3. MBI L5 TFF 4 DEE
(KLEBRID<5FF B 1.00 LUEA

piIIEAE S BIEE
90°C20 4y (pH4) 0.947
100°C60 4 (pH5) 0.619
120°C20 43 (pH6) 0.582

3) GC/MS Iz X 2MES AR DR E

EAERIR & MBI DRBRIEIR ) 5158
bz MS o< h75 45 (TIC) #HE
L. FcHEAREF L ITEES KX < #Em
LY —2s 2REL,

T ORER, RFFR 6.1 R0 r—2
BHEINE (K31 RUK41), 20
BOMS A7 hL (K32 RUK4-2) 13,

-85-



m/z 127 \Z_R—A—7 mz99E7 T
TAV M= BRRBDLN, v TFFD
FAV VBT AT VRS IAKSRE LTS
DEHEINT,

NIST A4 75V —ICLBREBLEED
A, FOMDT T ITAL =7 HEHT
7w VY T )L (CsHiz0s) & L < EEL
LR F—ThHAIENHAHLE, £2
T, VINVBYZFNVEE{DANT ML
FRIEL, MEZHEELEZEZA, RER
MR MS A7 MABESIC—K L
(B 5), LEns, ZoMER~TF 4
DMASBERBOOEDTHD 7 < /LR
IFNAVERELE, AMEOEREIT.
90°C20 % (pH4) /NERFE 1.00 & L7
A, 120°C20 43 (pH6) fnZEEs 1.11, 110C
60 4> (pHb5) INEEF 1.22 THY, ~FF
7 v ORERIICEL LT, pH 023t
#gE/hEL, BELR, FERBEE L bIC
T ERREbNE (R4, K6),

F4, TINVBUTFINOERR
{90°C20 43 (pH4) % 1.00 LLT-555

IEG

90°C20 45 (pH4)

1.00

100°C60 45 (pH5)

1.22

120°C20 43 (pH6)

1.11

PICAA)

90000

80000

70000

60000

50000

400004

300004

20000

10000

.

Y " THET "R "

"

Tigho T o

T

TR

B 3-1. <F7FFABEERD GC-MS 1< h/Z A (TIC)
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TNUT A2

2000

8000

7000

6000

5000

4000

3000

2000

1000

miz—>

55 53

N

79

i (Ll

5060 70 8090 100 310 120 130

#71: MALATHION
173

143

:'. 184 198

258
2

2B5

| 221 238
. ‘l ! rr

3-2. ZTFFUEEERD MS ATV

T T III'! 2)71 T l"I T T
T v THTETT T e BRI SR T L
140 150 160 170 180 180 200 210 223 230 240 250 260 270 280 290 300 310 _320 330

|||||

{b54 Dithiophosphoric acid 0, O-dimethyl-$-[1, 2di({ethoxycarbonyl)ethyl]ester

CAS No. 121-75-5 o
BiER
\\/OY\')LO/\
O S P,{fs
P
IV
90000
20000
0000
60000
50000
40000 l
30000
20000
10000
ot A r';ﬂufq....dw.. ——
fra— g alo 1t 1200 1400 1640 18h0 o 2
)
X 4-1. =T5FF % 100°C60 &3 TMESLE L 72 & D MS 7<= b7 F 4 (TIC)
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T
4000

8000
7000
6000
5000
4000
3000
2000

1000

550

Il
5b

7.0

|‘ 850, 1y, 718

990

820

1170
PSOCNONN | . IO OO

= =

f.o

1420
1330 ‘ | 1509 1721

&b 7

8b s o Wb 10

" 130 o 1% 160 T YY)

o

4-2. PREFEFR 6.1 SO —Z D MS ATV

000000

5000000

4000000

000000

8058

T

T R R R A AR R

i

5-1.

TNV F ABHE D
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ProE2) 1270
2500000 4
2000000 §
990
1500000
1000000 |
J 55.0
500000 10 820
| l \ 1170 1430
0 . I 630 0. | |I,_ 220 il toso | )], 1220 || 15111570 167117301788 1930
n Sy j ﬁll'lll RI‘I 110N T Tf'n"1'1-&0.."1&0"'11%.'.‘?dﬂ
5-2. T7wNEEYTF )LD GC-MS ARIRL
{bZE4  2-Butenedioic acid, diethyl ester., (E)-
CAS No. 623-91-6
s
o
VGWJ\G#‘“‘&
o
FIRVEUR ISR FITAHUA TIUEA FRUEVA
15000 15000 15000 15000 15000
10000 10000 10000 10000 10000
5000 5000 '\}l 5000 JL 5000 5000
0 ol sl o ol A ol N
B> 600 B —> 500 BSEE—> 600 B5RE—> 800 - 600
53 (%) &) {(5) )

6. TN FNDOAZFrav T (m/ z:127)
OIZ %R (2ppm 72 MARIR) . O HE S (2ppm 8 Y4 B ENER) |
390°C20 4y INELEE, @100°C60 43 INEMEE, (B)120°C20 4y hnZhes
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4) LC/TOF-MS Iz X 2 MBS LMD
B

SEEX, KBEOBRWSREARY & H
PT A7, FHi-iz LO/TOF-MS 8 A L.
MLIRE DR ERIE LT, DfEERY &%
R U, 3) CRERIC, EERFR L MEL
BHRORBBERNHEGNZ MS 7 a< b
77 5 (TIC) %EEL, FiziTHBE L
CHEBAPRECEMLEY -V 2BREL
7

LC/TOF-MS B\ T, {RERE 2.9
SR~ T F 4 o L Son b v —
IHHBRLE (7R V08), TIT, Y%
E— 7 M6/ 0T MS ARY hvizon
T, TOF-MS T L A#EEfET 2 A, VU
T LAY ARERE LEESEE—F

TRAELEZA, BAA 07T b
A miz 207.0680 BNELNT=, FHEE
207.0691 (CsH1:045, M+H*) nb4o+
bk CsH1s048 DEM Nz, ZhEfiT
bEMERRLIZEZA, ANVTTS MIIX

KBYZFAUREVERT—HRL, KPE
EANIT N BYZFVEHELE
(X 8-2),

EMEIL, BMEThozZ L, BRELE
V= RBRE LN oD b, B
BAFETERDEZENDL, BERRE
WIRELRN 2T, o, BELBRLE
ENTERDold, MBLEHDEWIZ
LD AEREHLBIIITo T2V,

; l TIC
7 55¢4
3 825 928
L
6.20 6.71 7.74
1.28
B = |‘!\"-1"|"_"| L AL | T T T T ]-‘.'A|Time
0.00 2.00 4.00 5.00 8.00 (43) 10.00
7-1. <=TFFABEER D LC-MS 7a<h7 55 (TIC)
100 353.0240
EN 3171223
24,6954 40216
0 127.0369 17614541 2131854 2711845
- miz
60 B0 100 120 140 160 1680 200 220 240 260 2B0 300 320 340 360

K 7-2. =TF A AEEELD LC-MS ATV
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_ o

1: TOF WS ES+
T
1025

8-1. =T7F 4% 100°C60 S5 MMBLEEL 7o L&D LC-MS 7= 177 A (TIC)

100 207.0680

«— [M+H]*

161.0281 CsH15048
- Cale. =207.0691
Found=207.0680

133.0335
2280513
162.0307
. 650026 86.9047 1304624 1345745 |7 1802471 | 2450733

I B O IS s o B o e e e ey s e e e WV rd

80 100 120 140 160 180 200 220 240

8-2. {REfRER 2.8 HDE—27 D LC-MS AT ML

{54 Butanedioic acid, mercapto-, diethyl ester
CAS No, 23060-14-2
g

~~C o™
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PlkoX oz, SHESER LB T oSy
REBACIY, KOTHEIDRET 2 & Bbh A0k fiE
MDT AT NAETCH D TN TF VR AL D T
F I BV F ARG B, — ., Tk 21 FEEC
Fhts U7 erA G T OB EERR T, BMTERT
BAFNEEREED NIRERTHD 0, S, 8-~V
AFNY LR TF AT PRSIV TWA,
IKOTFHEDHF I X D AR R 5 FREMIVR S
. RERETNVGHEOBHIBET DMERD D
LEZ b, BROEEIIEL . TOFERAFED S
EXETHD, NMEGHRERICE 2> T, X
S THERMINRIRD Z &b, FHENNIRFORIUTE
DFBZEPFETHD ZEERNETAERTH T,
BB, vTFFVOHRIONWTIE. ThETIZYH
B DSR2 HOVNIRGTFOBRIC L 5579

EOWTHERDHS ([9), WTHIUTENTH 0, 8,
S HYAFL) LEEDF A MIRENTEL T,

E . AEETICELNACAINL. ThLTHES

N CWAGIHICEENTWA DD, FFansiE,
FRARTY B O, OVAFNVRP=TATY Y
IS EIONMBGE TN TE P, ZhonfEmits
WBETALOTIIh iz, Tabb, BEFHAN
IR DFUSSE T CER T DILEiEtDE £45H
OIEGHERZEHR S LIE&E T CRESN TS 01T
T, MR K- TERI O/ F— 4%
BiphZ EBERIN, ZOZEiE SEERAL
TARERRRA, FENLC LA RATEEORE, &
Weiig & VR T AT DR L R 0S5 2
LERLTNA,

0 $ CHCO,H
(H3CO)2—P—S-(I3HCOZEt (H;C0),—P—-SH +
CH,CO,Et EtO,CCH
malaoxon ethyl hydrogen fumarate
S S pH10
i [O}] B_o
(H;CO),—P—SH (H3CO),—P-S (:.‘.HCOZH
0,0-dimethyl , CH;COEL
phosphorodithioic malathion & -monocacid
acid s s
1] ]
+ el e——— (H3CO)2_P_S'?HCOEE1 —_— + D (H3CO)2_P_S‘9H002H
CH>COoEt CH,CO,H
pH8 PEREL e pH8~10 2C0;
malathion malathion dicarboxylic acid
!CHcozEt ! (H;CO);-P-S-CHCO,Et on eaneat
EtO,CCH CH;CO,H
diethyl fumarate H+ malathion £ -monoacid pH11
S HS-CHCO,Et s
_B_ i 2 v HS-CHCO,H
(H;CO),-P-OH  + CH,CO,Et (HzCO)-P-OH  + CH,COH
gﬁ(gggmﬁémoic diethyl thiomalate thiosuccinic  acid
acid

9. ¥ FFALDLHREROREIREE
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3. SEDFE

LCTOF-MS (2 X ORIz AN T N 2388
VZF)UIOWTIL, EERBAFTE Dok
H:HDHM, EREINDIR, 3 BY OMEGHHC L2
AR DZEE BB T AICES ol £
ZC, WEEENL, NEERRIEAES LT, DAL
RIUZDWTHEETATETH D,

EDIT, ZNE CIELN AR RN A
BT 5 LICE T, FEEMIRRCIST AR 3 —
VEIRT D, < TTF AL DM bR DR 2 B
Y REESFOMOBEIZOWT, FREOFE
TGS AR IR T& B REIEIA TVE 7L,

Ltk SHICEFEEER, MRAEEER LTS
T TRERRE [ARONTFRERICRIT B
BoRE BRICHEIL T AR FE L UTELL, T
EINTERE COSHRRI, HniERDE TR 57
IWVEBRROEE 2355,

T FA DRI S5 | R

1) Wolfe N.I, Zepp,R.G., Baughman,G.L., and
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