SEF] 2
BB —~PRERIOEFE, E2RBICAMKBLRRD NI &b, L EREN
EZbND, FZT, EEDRI ) —=2 T %471,

[(BREFHE]
D2V 1305 1 cm OFRZ 7 VARBRE AN &, FRPRBHIZ IR 2T TREIE M
Teo WWT, HEZERWMAF vy 7 TCERLE, ZORBREL— T oy 7 TMEALEE.
GMREMRLIZE A, DB PESCER (k) LTk inh, e EREETh TV D AHE
2R LT,

TEE
FRORKIIEZA 2 ISTHEH, e RLSMIH T FE L, ABIZS L THBHEREZ2 7R
T, HLETLTFHABRTH D, BRHEBREIR 1yg TH B,

W XBRIZK D04
X BAOY =7 VARKICHREE +0BERMAEE %, B2 ERIE, Tok, #EX
BRoATIRE (EDX-700, BEEUERT) TAROOITEIToled e BTRIBE N2 oz,

\\3&

%
ZZTHWERBIIER (A8) FICE RPEMEL LT omg L EFE LRV EBIE IR,
> T, ARABFOLRIT5mgUTFLEZIONS,
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AEG] 3

FEGNTa ) AT T —EDOEHETERBOONIZENH/E) v PELELXA LN, £Z T,
FEY) COEMRR (FRY VEHEXY ) 2T BBRETH o7,

FEFIDHFRIC, BEPIIBREEDITIEENL TV RNEWNS Z b GCMS ZAVWTHEEY
DREYPDR 7 Y — =TT Te BB RMEEWIRE SN o T, RIC, EFDFBRICEE
MEPBASNIRBIIREL WD ENoT Y AREBOST 21T o7,

U REIOIHT,

SR T

[ 7]
1.

FUMRBREIZHFEL 0.5 mL, 0.05 NEf 1 mL, MPA-d3 # NEMZEREMZ & LT 300 ng M X
RIS RNLT v 7 A LT,

MR LTo—FTA-VZaaidy (4 :1) 5mLEMIFy vy 7 TERLE,

B, BEOSEERICHBBE L RREREICB L,

LA KRR Y U AEMA AL,

AR B -2 X DHRBRE B L, 45°COMET, ZFKIM T CHE L,
BSTFA+1%TMCS 50 pL, 7% b=k UL 50 uL /%, F ¥ > 71&IZ 80°C T 30 43 FI/NER
LTHEEEK L,

oE%, 1 ul % GC-MS & ¥t L L7,

BREBIIEYEMERIZ IMPA & MPA OEHEBREREZHEM LR Z2/EY . R & RO ERIE
PITUVMERL L7-, E#EFIE IMPA. MPA 3£(Z 100—2500 ng/ml Toh - 7=,

[GC-MS 4&f4])

Agilent 680N ¥ A7 u-~ 75 7
Agilent 5975B H B s
715 & : HP-5MS (30 m x 0.25 mm i.d. x 0.25 pm film thickness)
HEADRE : 250C
MS 1 A F : 230°C
MS UEBEE : 150°C
N x77—BE : 280C
J 7 HiRE : 40°C {8 min)—15°C/min—290°C (1 min)

FoH—A A
IMPA : m/z153.1, 195.1 (CrFFEFRE] 9.18 min)
MPA : m/z225.1, 240.1 (R¥FF5E 9.61 min)
MPA-d3 : m/z228.1, 243.1 (GRFFIFE] 9.58 min)
[E&EFHR])

MPA 4.6 pg/mL



Abundance

3200
3000
2800
2600
2400
2200
2000
1800
1600
1400
1200
1000

800 ]
600 |
400 |
200 |

IMPA

m/z 153.1

m/z 169.0

MPA
m/z 2251

MPA-d3
m/z 2281

m/z 243.1

m/z 240.0

Time—->

(&

IMPA <A77 557 Ak

Abundance

6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000
1000000

500000

040

m/z-->

60

7511

80

L e

9.05 9.10 9.15 9.20 9.25 9.30 9

121,00

p———

35 9.40 9.45 9.50 9.55 9.60 9.65 9.70 9.75 9.80

L r L R4
100 120 140 160 180 200 220 240

l\”"‘t‘f ‘

260 280 300 320 346



MPAD~RT7 S F ALk

Abundance

8000000 1 2231
7000000
6000000
5000000
4000000

3000000

2000000 |

1000000

73r L5 1 1471
o ] 1950 |

" A Al 3
T T Tt rr Ay e LANCAR 8 o o o0 o Bx o S % 0n e o v 1

7 L

0 YT T rrTTY
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

T

m/z-->

MPA-d3 D~<RT7 57 Ak
Abundance

] 2241
800000

700000 3
600000
500000
400000
300000
200000

100000 73,1 106.5 1471

0 1
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z—->
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&2

WU R TR O R ET
— 3~ = 2 T VBRIER O TERE —

FE R
RBRFEZREMDELRBARAES

BT
UK FRERE L RRHEER #5055

BHERA, RZR
JREBRFRFEERE LR REHEE S
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R Y ARG O o

[zt ®Iiz]

1994 FEICRAE LAY U VB, B 199 5ECRAELLHTEHRY Y VEHTYY v OES
HERHOND X I oTo (LFRBAL LTRET DHE HBNEZEENFH VN E ST 5,
—7, BEBRLLUTHERASNZZOY Y AHMEFRICAREETES IILERHE I N, BEHOEN A
V7 a BV A F LR AR B (isopropylmethylphosphonic acid; IMPA) & 72V . HIZAF KR
A B (methylphosphonic acid; MPA) ~& RSN (TH), ZNHITHBHEZETHY . EH
BT D Z EMRFARETH D, o T, VU UAERINENEDEZIEAT 554, IMPA 2 H
THITHEETHA D, 28, MPAILZ Y < (soman), VX 72 EMDILZERIOBREIZ L > THAET S,

AR, Y CHENRE LS, PEREIOCEONIREAEE L, JRF MIPA & MPA %43
Mt 2 5EORET EITo T, BITIIT R a~ 87T 7EESHE (GC-MS) & ¥ ¥ TV —EBRIK
&) (CE) L7z, LATFIZ MIPA & MPA D#EERERT,

0] ' O O
I I [
H,C— I'?— OCH(CH,), — H,C— IID— OCH(CH,), —= H,C— IID— OH
F OH OH
sarin IMPA MPA



1. GC-MSIZEBRHPYV Y U GBRMD ST

MWAkWA%%MST“ﬁ%ﬁ5%®%ﬁ%#%%ELtMPA&W%@%%#E%MST%
PFraAT5720iid, Y MBI KAFBEKRIEBRIRTHD, 2T, — AT VAl L L
Tﬁ“%ﬂfwéBﬂMHmms%%wT%§Wk%ﬁw GC-MS DAF v »E— FTHWEIT-
Tzo LATFIZ GC-MS Gof: & MIPA &£ MPA D~ AT T U X v M &R,

[GC-MS Z14]
Agilent 6890N H R 7 < r 'S5 7
Agilent 5975B HEWMH R
HF A HP-5MS (30 m x 0.25 mm i.d. x 0.25 pm film thickness)
B PREE @ 250°C
MS A A IR : 230°C
MS U ERRIREE : 150°C
FF AT 7 —iRE : 280°C
57 HIBRE : 40°C (3 min) —15°C/min—290°C (1 min)
IMPA: m/z 153.1, 169.1, 195.1
MPA: m/z 225.1, 240.1

(w2757 2 1]

IMPA DR T7Z 7 AL b

Abundance

6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000
1000000 ] 7501

500000 1 1210 l 19ﬂ?

0, b

40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

m/z—->



MPAD<ARATZ7F 7 A b

Abundance

8000000

7000000

6000000

5000000

4000000

3000000

2000000

1000000

m/z-->

[7a< 7T A

Abundance

Time—>

800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000
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] 2251
73\1 Jos 1 1471
S | HY ﬂ aal \u‘ L ‘195t0 L
(VIR A MAARE SAULAS AN IASIE LN LSS LAASS LEASS LSAAS MUASSE AASSS SRS AAEES LESIE Sl
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 34
IMPA
m/z 153 —__
m/z 169 m/z 225 MPA
e\
9.10 9.20 9.30 9.40 9.50 9.60 9.70 9.80 9.90



[E+EHH]
SR IMPA & MPA ORI FIEICBET AU T DRI, BFEEFEHNHOBEIN TS,
REELF, P RESRET X oEH O BEHAHETERE, B%E%. 6 (2) 117-127, 2002

RO F A HE U CEMEME 21T 7,
A L REE .
IMZ b b LK : 7ok T P U L4 1g % 100 L DK TEHREL T, 0.45 ymD 7 4 )L
2 —TAHRT D,
T E=T AK ) —IVIRIR 25T =T K12 Ll B A F /) —/L 88 oL THIRT 5,

i ik

1.  BondElut SAX (500 mg/3ml) & A % /—/L 2mL, fi/K 2mL, IM 7 v {bF U 7 AESHK 12 mL.
fliK 5 mL ZEWXRE L CTEMALT B,

HEF (JR) 0.5 mL 24 T AZET,

ik 3 mL THHT B,

RN ERBREFITNUT V=T /AF ) —) 5 ol THEHT S,

BWHEE 60COMET, ZERKTM T CRET 5,

BSTFA+1%TMCS 50 pL, 7 b=k U/ 50 ul ZMA., * ¥ v 72 80°C T 30 4yFIAMEAL T
FEET 5,

7. WHIE, 1 pl & GC-MS KT 5,

S T e

MIPA & MPA D, DHTIIFRETH o 7o), MHBEEE QYT V=T /X % ) — L) DEEIC
BAORVEHEZE L, £, ZE LEZRBRENICHAORENKEICES - OFEM(LATIR
e LTidiFE L v Bbhnl,

T T, XV RERAESENRLE LWL, BB ORN 2T o7,

EfAfHED 7 2= b
Abundance
90000

80000

70000

60000
50000

40000 MPA
30000

20000

10000 /\

0 "8.90 9.00 9.10 9.20 9.30 9.40 9.50 9.60 9.70 9.80 9.90 10.0010.10

IMPA

Time-->
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[#% — i) |

IMPA & MPADE 10 pg 2 1 mL DRICFEML T, ~FH >, Juoori s, BEET T/
QAFy, T—F: T r=rYNL(B5:15) D A4BORE Z 1TV, BSTFA+I%TMCS TFHEMAAL L
F L7,

RS R
IMPA MPA
~FH O O
VA= =T Y N O @]
vrun X2 (BBET) © O
T—F/: 7 b=FY L (85:15) X ©
T—FAETrunAF o (4:1) BBEEET) © ©

FHROFER. BTz —FAL Y Z7aa XA Z 2 (4:1) ORI A IMPA, MPA IZXT L TRED T /N
BUAREB LN,

Wiz, BEREOBRFTEITo T,

FFlml i20.1 N~0.01 N #A#1 mL &M%, 5 nL DT—F /b : PruuAZ (4:1) Thill%
Tofo., fAINVbBERWERBE LN,

LT oM ZITV, REROIERZIT -T2,

FiislanWaRis

FOATREBRE CEEABED IMPA, MPA ZFRINL, 772K 0.5 mL, 0.05 N #Hf 1 nL 20
AYHARNT v 7 A LT,

BB L L To—T -V maAFy (4 :1) 5L 2MAF v v 7 THER L,

B, wEODBERICHERE 2 B e RBRE I LT,

R BB R Y U LB MBI LT,

AR 2 H - e X ORBREICE L, 65 COMET, ERXP T TRl L7,
BSTFA+1%TMCS 50 yL, 7 b=k UL 50 uL ZH %, F ¥ » 714IZ 80°CT 30 Sy FIMEL L TFh
B LT,

7. WEME. 1 pl & GC-MSEUBLE L7z,

p—

IS L

RS

IMPA, MPA HIZHHTFIEETIEH D bOD, MHPRR—E L2 LT, WMERRERPIERTE
RN, €0 T, Bk 5 R EL2E T A LAMENTEEDE L LTHEV., REBEIERTSH
ENRRWEEZ BN,

NEERED G
NEMERE'E & LT, IMPA-d7. MPA-d3 DS E21T - 77,



FAL &Y% BSTFA+1%TMCS 50 ul, 7 h=h U /L 50 uL THEEL LR T T AL F&ETF
(a7

IMPA-d7T DR T 5 7 A2 h
Abundance

8000000 154
7000000
6000000
5000000
4000000
3000000

2000000

5. 121 ;

0 - D L B S S B AL B BN S IL AL e By e
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

1000000 76. 1991

m/z—>

MPA-d3 D~ R 75 A |

Abundance

2241
800000

700000
600000
500000
400000
300000
200000

100000 73,1 106.5 1471

0' S AR S L g e

Y. e r s
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z-->

IMPA-dO & IMPA-d7 ON—RA V=27 A A X0 FEN 1 LR o3, NEEEHE L LTI
fEZ 72, —F . MPA-d0 & MPA-d3 D R— A —27 4 A UIHFEN 3 B b0, NEIEHEY
HELTHEZD,

% 2T, MPA-d3 ZPNEREEHEME & LT 300 ng AL T, AROMHE T ORESOER 21T

27,



R

AR, Ny 7 TFTF0 R A XRELHET S L0000, IMPA, MPA HIZHRIHETEETH
. MPA-d3 2 NEMEHEME & L TFEH Z Lok » T, EHEHE 100—2500 ng/ml DI CTRF 2K
BERRELNT,

AT ER#EE 7o & & GC-MS %277,

o

1. FUMRBRE I CNEEEYE & L TMPA-d3 % 300 ng ZHM L., 3RER 0.5 mL, 0.05 NIEREE
1l ZMA+HRNT v 2T 5,

2. MHBEHE L To—FN-Y7uaaiFy (4:1) 5l #MAFx v v T TERT D,

3. BE. EUmBERICHMBE 2 H - R RE BT,

4. MHESICEAREET ) U AERMABAT S,

5. MHEEZH- X UHRBREICB L, 45°COMAT, EXK[MT CHLET 5,

6. BSTFA+1%TMCS 50 L, 7& b=k VUL 50 uL ZMZ. ¥+ v F%IZ 80°CT 30 /ML TH
BET B,

7. WEIL. 1 ul & GC-MS Rkt & 45,

GC-MS ettt

Agilent 6890N H R u< b5 7

Agilent 5975B HEMH

F77 . HP-5MS (30 m x 0.25 mm i.d. x 0.25 yum film thickness)
BN FHREE - 250°C

MS A A R - 230°C

MS M ERRIRE : 150°C

N7 RT7 7 —IRE : 280C

77 MRE : 40°C (3 min) —15°C/min—290°C (1 min)

FE=F—A T

IMPA : m/z 153.1, 195.1 ({RF5EFRT 9. 28 min)
MPA : m/z 225.1, 240. 1 (#5858 9.61 min)
MPA-d3 : m/z 228.1, 243.1 ({RF5EERT 9. 58 min)



BRI X 0 5 21T IPA S MPADZ < k

Abundance

25000 IMPA
23000
21000

19000 m/z153
17000

15000 /

13000
11000
9000
7000 m/z 228
5000

3000
1000

MPA
m/z 225

0
Time—> 9.10 9.20 9.30 9.40 9.50 9.60 9.70 9.80 9.90



Ko EEIC L 2HH])

GCAHIZIBN T, RI VT NAEEEGCIZEA OKBBROKET) §52Lid. /7 1208
B BN IR LTHA—VEE XD, o CEREIX., AEAEMRECEMML 2 & Osi0E
EITOLERH D, LL, ZOL D RELEBRBECILNT, BIENSZHEORAEELDBE
WEV, £Z T, LERAMLBELLELET, BRMET CKERIGLTHBEBE (X% /-2 kU
7 h) 24U B 2, 2-dimethoxypropane (DMP) & W =RV > A O FRATLEE R L=,

M HE
1. RBREICERBIUEREK 20001 298U, 17.5%E/: 20, 120l #M%. EbicRs® LTEE

T 10 DK ET 5,

oo Wb

REET RY D A2.7g (16mm REBREE 1 H D) 2x. 5 pEKELFMT 5,

=l (3,000rpmX 10 431]) %, LEEBE/SA TNVIHERT B,

ERII T CHET 5,

BSTFA+1%TMCS 50 uL, 7& b= h UL 50 pL ZhMx . F ¥ v 7#IZ 80°CT 30 sy FEIMEL L TFH
BT B,

6. EHH%E. 1 ul & GC-MSREHE T3,

fB{H 72 5 MIPA & MPA O, S#FIZRIRETH 7=, LA L. MIPAE MPADO Y —ZICEZ V1T
BHOLNEPSTHDD, FRETO TOWARVWEDIIREBEOL—7 BRI S, BBROBENLNRE
SEND, 5%IZ, VLT —EBRECLIDIREGEREZIT., BERDOEBERIMENR D D,



2. CEIZKBRFY Y 5 EMOSHT

ATALER

1) BHO00 uliZ100 pg/ml TF /LR FIUR R K U EETAIR (NEEREEIR) 10 Nz, Bl
MHETER=FIAI00plEMAD. S HITE F=F Y400 pla iz + T 5

2) 12000 x g, 55 IR -LBET 5.

3) kEEHBL, BEREFX (BR) WTEET .

4) 7K100 pl &N 2 HEL%, 12000x g, S5RHE LSBT 5.

5) EiES0 ul a2 EHRIZ ANCEIZE v M 5.

ST SRt

c ¥y 7 U —ERKE
48 : Agilent CE¥ R T L
¥ ¥ &7 U — : Fused silica capillary tube (75 um i.d., 100 cm long)
¥ 7 Y —iRE : 20C
AT BRI : 1M EFBR-10 %A ¥ / — VIR
EA : H20; 50 mbar x 5 sec, Sample; 50 mbar x 20 sec, Electrolyte; 50 mbar x 5 sec
FIMEE : -25kV
FRHER : MSD

- HEOE
4EE . Agilent 1100 MSD
AF N 2 vy ba AT v—A F Ak (ESD
RBEE : Positive
Fx 7 U —EE : 4000V
TITAZ—EE 20V
R A ARE : 10 /min ()
RZA7A\BE : 350 °C
AT TAY—HRE : 10 psi
YRR SmM BEEET TS T L-50 %A Z ) — VIR
= RRVEE : 10 pl/min



4500
4000

3500

m/iz 97
3000 e I

m/z119

2500

miz 125

2000

, _...mfz 139 _
1500

miz 141

1000

m/z 161

500

m/z 183

22,5 mig

4500

4000

3500

v

v :'1 v ) ’{\v* miz 97
3000 o T T -

Bt N S— m/z 1 19 N
2500

m/z 125

e e e e e e e e PP
2000
1500 - T )
1000 T T T

MY . e S WY o N

500

T T
0 2.5 5 7.5 10 125 15 17.5 20 22,5 min

FEB3PROBIRA A7 buryzuad T A
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m/z 97

m/z 119

m/z 125

‘rg_/z 139

FEB 3 RICIEMEME (K 100 g/ml¥EKR) WML BOOBRA ALy baTdza s T A

FER

1) ¥x b7V —BRKEBEESIMEEZAVDZ LI VFERILT D 2 2 BEITHRHEATEE &
5. |

2) RTIHXAFNERRARVERIEIA VTR N RAFILRAR R EER DD THONREORFBMLET
H5.

- -100- -



BREVERICEIOMIRNTEREHIOSH Y AT HHR

EEFBEARRBEHDE BRRS - BREENRESHAER
TR 19 FE LIFRARBES

FRL20F 3 R EfT

FERRE K&k B
HREHEEHAZAZREEZREMRHBBKEERESR
T113-8519 REHMAEXEZS 1 TESE4I =

DR SRENpIRN S




