FEF] 2

QYT RT T —EDOEMHET EHEENOGAEY b Lih— A1 R
BIEPELEZ ONFTEDRAT )V —= T8 {ToT7,

Ay V==

B CRABERELZAVCERBOREBRELLE ZABETH o2, KIT,
FHY) VORI ) —= 0 7 %8ITH 1280, IHETVWER Y VSR H T A7 1
< F 77 Z7(GC-NPD) CHo#r&iTolzt 2 A7 == b uF4 2 OFENHER
Nz, £ TC, 7= FAr2NEEEYEICAWTHEME L, GC-NPD T
EEXIT-o T,

fhi 7k
1. Fx vy AMHELF 22— ICREHR 1.0 ml 2%, NEEEDELE LT =
YFABOpug, ~FY L 4.0ml N D,
Xy TR, . BOSBEET S,
3. EREMOX Yy v IHELF 2 —TIIB LERKM FCTHET 5,
50 ul DA Z ) —WACHEERE L Totiel 32,

S HT St

ER) USRI a~ N5

715 2 : DB-1(30 m x PN%E 0.25 mm x JE/E 0.25 pm)
F—7 R : 100°C (3 min) - 10°C/min - 300°C (3 min)
¥y YT HRX : ~Y 7k

FEADIRE @ 250°C

R HEHEE - 280°C

S BTG R
Zx=huaFFr 17.5pg/ml
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Data File C:\HPCHEM\1\DATA\SNO31\06013111.D Sample Name: sample

NPD, case 3 urine sample, fenthion 10 micrg (IS), extra
ct, 150(1)-10-300(1), DB-1

Injection Date : 01/31/2006 2:59:10 PM
Sample Name : sample Vial : 1
Acg. Operator : saito Inj : 1
Inj Volume : Manually
Method : C:\HPCHEM\ 1\METHODS\NPDSCREN.M
Last changed : 01/31/2006 2:57:18 PM by saito

(modified after loading)

NPD1 A, (SNO31\068013111.D)
pA |
1 fenthion (IS)
600
] fenitrothion
500
400 -
300 -
200
1
100 -
b a\ .
°]
T [T L B L L A A A I
2 4 6 8 10 12 14 16 min
Area Percent Report
. Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Sample Amount : 1.00000 I[ng/ul] (not used in calc.)

No peaks found

*** End of Report #**%*

Instrument 1 01/31/2006 3:18:01 PM saito _199- Page 1 of 1



FERT 3
RN H AV ) —VDESTHEIT T I/ 7 EEELILNT,

AT V==

RANSGTE T /)72 vdmeEELIOLNE, £ZC,. 7N I /7=
VHAOBSBRESAVWTREOMELRELIZEZABGETH T, KRIZ, 7
TR I T2 DREREERBEITOIED. 07 2 K7 =/ — NV ENHBIEEDE
WCRWTHHZITOWEREE u~ s 7T 7 CothEfTo 7,

Eiiilen PR

1. v v MFELF2—T7IZEEHE 0.2 ml Zx., AEIEEYMEE LT o7
S R7x=/—=/50pug, ~FH04ml #MNz 5,

Xv v T, BT v AIXY—TCHH., BLOBET S,

EFBERMOX v v THBELTF 2a—T I LERKR T CHET 5,

50 ul OB EBICHEET 5,

045 um O 7 4 NV F —%B L THHEE L+ 5,

wokhwn

SoKiiE e

UViHasftEsdks o~ 777

HF A 0 X Terra MS C18 3.5 pm (2.1 mm x 150 mm)

7 LR 50°C

EIFE - 0.0 mM FiEA T FV U A T h= kUL (97:3)
g : 0.5 ml/min

MiHEE - 210 nm

STiER
T h7F /7>y 81.4pg/ml
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CLASS-8000 Version 1.20 01/30/06

LC Chromatogram

4 ChI254.0nm)
400

2.884

350 y

300+

5.656

950 -
200
150 -

100

50

min
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FR3

ERRENZ B DR E R E B 5

BRI &



Uiz

HFxOHOEIVICIEBEETbOFEMENRFEL TN, ETHFRARLDOLITRG
&wo:niﬁﬁé&%i%ﬂfwt%wﬁ%ﬁmﬁ%ﬁ%iuiofﬁﬁ%&%®&k
Do TNODIEFEWEICL D) AL ¥ 0ild 52 LITREECTH D0, BEMMRICHES
WTY AT BR/MRICIZ, FET DI ENRARTH D, (LFBEICK DHHEFEIIA
MZRD BB TH Y . RIS H o TIA—Z & Z 0T 2RI % BRI B UaRas i
JE LT HER B0, Wk 2{bFEWE (BEWE) PERICES LT L0034
IR, FEHH & - BRI R TE R AT O O, BRBIE TR VWO EOIRES #4230
ThHETEELRD, FiC, RARMEMPRENS TREHETE D (£ /77 L0877
T 5) BEWEDX, FREEEENEE L2, INETIK /B 750N TVHIE
HEIX, TR T T7=0 RNTa—b B UFAR, TARTFE— R EDHETH
BN, SHBL DT EREIFEND,

AR ORRYE & FE - TR D120, EERETR OB ERS Z Y BRE ., M
DREWEZRET D72 EORMLEALETH D, TOWEICHE LRI, Siiilaso
EIR, SR OBRE 1T ORI S TERE R RITE bhRnie | AR o milkort
BNEE LD, ERESF T, ‘7T b= NI MR BRZ 0 32” BETlE & LTS
LTWbH LD ThHD, LL, FOHETHAIERMESRINTE/ZELTH, FHETE
DIERTHANTENEMTH D, BET NS ERDEIE U ZAAER TV, ST
OFHEL GG ESR L, BEENEWEREZFTOND L) ICHIER LT OLER DD,

WECEREIZ, AATEBZENMERDITBWV T, HRESBRICEI & LTRESN
72 IS EEO R HERNYE (T8, tE, T a—b, B CRBIE V-~ A— PRE
W INHRF— b, AF N TENT ) T2y, RUJVTEEVEH, SAEY
—VBESH, AF T = Iy ZRARTD O, FU TR, Tu U VI VRE, T

A7 4 Vv JERE) B VADOICHIACE 2ERAEEE FE U, AFEEL, B

—-1356-



BREECTRVAENZDEERMEORE « EBIEICOWTEET 5, BEIZHITRERD
bHOEBI A LI ESPEME L LA ITERTHD LB X, WEEE ORI THEE

L7238 OB BRI U 7oAl 2 =8 Ok L 375,

1) IE, #kk
FgERE OFERKICIE, TEROE FEHAWVITEY ZBA L TWRWEEANSE LN

Te R U, B EmMORES (Ing/ml D= &/ —/VEIR S D VEZKIETR) Z L7z,

2) Jitk

2 — 1) JEBIDME

fHEENIEAER (EBEE 1) 1O TR TE 5 PHERRYWESER T & RAELD
WA > D EIRHT B,

2—2) 7B

BINECHHERE A l0AR L, EFEERO b PRS- hERERYE 2 HET D0
HEREX v b EEHT 5,

2—3) ORI L 2T EBERMEDORE - E&

RIEHRAEX v P CHE SN THERDE ZEESTCLVFEE - EBET 5, AILEE
EHTEM (BMEE 2) 1. WETWK GiskR) LHE MK CHEXRT) Lo,

HERAEICHEE LamBERHE STV a7 EE ZHRATEE, R4 (VL uny) %

Hid 5,

3) R

SEFOERE b &, PERRYEI # O (FEF 1), BHY VREE GEA
. T NT I Tz (ER ) & TREIN, QUERERS D ZIRBRE D 2% (EF 1),
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AHY UREE ERI2). TERMNT I 722 (EFIY) LHESHhTZ, 722U, ZiE
VEWEARBE FEHE U 7= S oo T ORS B E R IO AE 2 Ff L T o0 T, KEE S TR
T Ui, #HESNIZZ]RBHD 0% GEGI 1), AU SREBE (EFI2), 7T T I/
7z (EH 3) ORIELERZIT I D, TNENORRYEIZE UIZATA# 21T,
AAra< 757 BEHSWEF CTRER., SEREZ o~ 77 7 TER LT
BigR CHRMEF L RALEBIRB LM T 5D TIIa . FIZHEAAHER 2
&Tﬁ&%%ﬁ%%%bﬁﬁE%ﬁﬂﬁi\&ﬁﬂh&k%m/ﬁﬂﬁwﬁﬁﬁﬂﬁf%
ST, E7o, BEOSHRHIE U TV L ERSA (OEMOEHEE, (RFES - (RTFIRE -
AR, @7 —% O, QFERFEYHEOHE, ONIIEENE ORIR & AFIE, 72
E) IZoVWThEEm LT, Sbic, BEASKTHR, BERMER CRIUAOTZITV. T E
THITERDP ST RRME DI N R E 22 ole, 62X RWT—FBNHED &
i ol HEAOPREPRD OGN, 5% BIOL ) Y R— FBLETHD &

DE RN T-,
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B2EERE

[rEA 1]

5+l e

S

A Bl BUE

INESEv )

FHEHEN D DIRIE

[FEH 2]

s &
E N

ABerF e

ABERrR AT AL

[FEp 3 )
J25) #
B R

ABeRFERAE

ABERFRE AT

157k, Zoi
:OHOH, BREMICTEDEZRAL, i TWaEZBE2FAN

IZFE R ST, B E & 8 I R B TR~ iRA ST,

D EEE L ~UVET JCS T 200, MLUETE 60/30mmHg, AR¥A 147/min, R

W 24/min. IR 34. 9°C. WIREFLASNE Smm TH o 77,

DM T ARREDORER, TV N ARRD oI, FlLERO

TR &0 LEMEISMUE ORISR D b,

CEFERBICLSFEN DS, BEELETLOCKBRELTTS

v,

cAl Rk, B
CARAR. METEN WS &EZAEFANIFER SN, Bk

= OEME RIS, AR THREARA SN, BB
FEORSDICEIEDO L U BREEN - TUNVE & OB R AN B E
RS (el

s EFR VUL JCS C 100, MJEIE 120/65mmHg, kA 114/min, [

B FLAY 2mm T o 7,

C ABRREOEMFRETITME= Y X7 7 —BEEEN

30IU/L (IEE#{E : 200-4001U/L) &ARfEZ R LISMTIE, HFe
_REBEFIIRD N oT,

22 m%. M
X AX B, EFELEONAHIEY A KEIZIRE Lz, il

e RNCARREE TR I T, MEZZR LTeh, Tk, Bl
EH TR T N ETRIIR Do Tc o ifse Ui, ek, IR,
2EOHERR, IR RV 29, BREIC Tl s hiz,

CEEE L ~ULIRIEBR ¢, fUE T 120/65mmHg . URIE 98/min, FE 22/min

Thol,

: ABERE DAL FRAE TR T & AF IO onenoTe, K

ANDFETIE NN AEDOEEZ CVBERR > TN EDZ ETH

oY il
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RERDOIER CHIVV A SRICITEROEN R E TN TWET, ETOENZRE
THMEIH D EFFADT REOROOEWEMNHHREL T
T&EV, £z, BRESCTEEWAIREHIE S T 52E ML, SEOK
BXENBERIALTTFEN,
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BEWH 2

1. R a<v NI 7 HEGWHIREIDBDAITTIVETTTZIVDREE

< AiTALEE >

1) 48 0. 5ml 127K 0. 5ml, 20%EET R U U LKEEIR (w/v) 0.2ml ZHMT 5,
2) YZFNT—T/V4.0ml ZINZ D,

3) IEEE, wAo (3,000 ElEs, 54 T,

4) LWEEOH LORBREIZE T,

5) ZERKIM T CEAEEET D,

6) ZRiEZ S0ul DAL ) —/WZEEMRL., GC-MS DKL T2,

<SR >

Hewlett-Packard 5890 Series IT GC/5971 MSD

Column - HP-5MS (30 m x 0.25 mm i.d. x 0.25 mm film thickness)
Injector Temp. : 250°C

Oven Temp. : 180°C (1 min) — 5°C/min — 300°C (3 min)
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Abundance TIC: TRIAL~1U.D
900000 A

800000 3

700000 -

600000

500000 Imipramine

400000 -
300000
200000 -

: Desipramine
100000 A

Oj p’\ N

l T ¥ T T ' T T T T l T T T T l T T I T
Time -> 5.00 10.00 15.00 20.00 25.00

Abundance Scan 817 (13.162 min): TRIAL-1U.D

| s 234
100000 4
80000 . g
60000 4 85

40000 193 280

20000 -

1 sy
01..H!QHL A

M7 -> 60 80

rvo<h1l GEFIL)
SCAN E—RIZLB VU M SLEAITIIODRAANRT ML
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M/2

Abundance Scan 817 (13.162 min): TRIAL-1U.D (*)

58 234
9000

8000
7000
6000 -

5000 85

I B

4000 -

] 193 280
3000 1

2000 - 208

1000 165 179
| . uh”. 1' I
T ] T

] 5? 106117
. il

-> 60 80 100 120 140 160 180 00 220 240 260 280

M/Z

Abundance #342: IMIPRAMINE P480 (*)

9000%
8000
7000 -
6000% 85
5000%
4000% 234
3000@

2000

130
1000 2

0
O |l|'|ll|| T

lll]rill'ltlllllllIIIIIII

I \
! |
-> 60 80 100 120 140 160 180 20 O 220

<2 GESL)
STIIZORAARY BV (BB &5 725 U— (FB) &okb#k
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Abundance TIC: TRIAL-1U.D
80000 4

70000
1 Desipramine
60000

50000

40000%

30000

20000 1

10000 -

Twa,

0L

T T T T T T T T

T l T T l T T [ ) ’ T T ' T
ime -> 13.00 13.50 14.00 14.50 15.00

Abundance Scan 847 (13.498 min): TRIAL-1U.D

8000 4
] 195 234

7000
] 208

6000 4

]

5000 -

4000

1 71 266
3000
2000 - 130

220
91 178

1000 1es

E

LN R ek S N N D S L B AN S R S N St

/Z —> 60 80 100 120 140 160 180 2

O —
o
Pl
[
o E
o
o A
O

Z7Ox b3 (GEHFL)
SCAN E— Rizksar7u<x hFIh JEK) EFTSIIDIAART MV
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Abundance Scan 847 (13.498 min): TRIAL-1U.D (*)

234
] 195
9000 -

8000 208
7000 ]
6000

5000 ]

1 71 266
4000 :
3000 4

] 130

2000 4
] 91 178

1000 4

220

0 -
At e -k
M/Z -> 60 80 100 120 140 160 180 220 240 260

O f—

N
o~

Abundance #324: DESIPRAMINE A.O. P450 (*)
j 195

9000
8000

7000 1 534
] 208

6000 71

5000

4000

3000 130 266
] 220

2000? 179

1000

0 T T T T 1T 7T LI B | T T 1 T T ¥ T 7 l T
l I A A S A N T I
M/Z —> 60 80 100 120 140 160 180 200 220 240 260

sax b4 GEFIL)
FTUTIIVDIRAART MV (BB &514 7510 — (FB) Lok

—-144~



2. BBEEEI v NS TICEBME, RPA XTSIV ETVTI I VOERGHT

< BITALEE >

1) &EL100pl iz RY I 7T I 0-A % ) —/LIEHR (100pg/ml) 10pl & 20%REET =
7 LRI 100pl 0z 5,

2) ~TE Y Tas)—) (98.5:1.5) 500ul BhEZ, BAT v AIFH—T30
PR 5,

3) 12,000-g T 5 ofE.0mEEd 5,

4) FHHEEZSWMT D,

5) ZRAKBR, ERTATHET S,

6) REME 100l IZIAME L, €D 20pl ZEFRE vn< T TICEAT B,

<Gt >

N : Shimadzu LC-10A & SPD-10A

yyfankin SRS RTRAR AR (280 nm)

YIRTAN : Nova—Pak C18 (15 cm x 3.9 mm, 4 um, Waters)

BEH T ERN=RU 20 mM U UBE2KEAY DA, 10w RY mFAT IV
(pH 6.9) =5:5

IR 21 ml/min

BT ARE 40 C
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10.87 Trimipramine {1.8.)

3.98 Desipramine

9.03 Imipramine

T

I I
wa (>
~—

Authentic solution (5 pg/ml)

e

1e -

w3
Blank plasma
] 1
uy [«

Spiked plasma (5 pg/ml)

i

1@ -

i

Blank urine
] |
[T] juv]

Spiked urine (10 pg/ml)

|
ua o
~—

Authentic solution (10 pg/ml)

JLJ\__L,

10 -

2
Serum 1

1 1

u o
Serum 1

i 1

[1p] =
Urine 1

t ]

u [ax]
Urine 1

1 BRI, Mg, ko a< 77 A
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(%]
1) EOWFHCTT I3 3.985) &~v7aF U (4.3247), RPYITFTI
(10.8743) &7 I RUTFVU L (10.57 43) WEmBEL2VWo T, FERFCHFET D &
IR DEEPLETH D,

2) Zx)FTPURBEYDOURAT OV 439.4345), T AXU0310.4245, 7
aATRT R 1496 FICE— I BB B M ZR R DL T ) FT OV
REYNTIFE LI Z ALY 2723550 T RAEYOEFEHRN H HEHIENEND
LG DORFERHZFANGE LHDRWI EEHER Uiz ) 2 CRERESITT 2 MLEN
HD,

3) MHBEBEEEE L%, RELBERTORIIBEREHVWS I LB D5, TE

F= MU OGEFELOCERENRE— 7 mEICEET LI ENH B,
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3. WA/ u~x 7o 7 - BHEODHHICIBRY 7 z2=bunF 4V oRE

< FITALEE >

1) Empore disk C2% A% /—)b, #li/Kk%& 0.5ml Cars4ra=rr15,
2) FR0.5ml % Empore disk C2 o7 25495,

3) BRAX ) —/THRET D,

4) WRBlEpERg, EL (3,000 EEE, 545[H) +5,

5) 0.5ml DFE[7mads =g /) — (9:1) ITHEHT S,

6) ERILT CHEALAREET D,

7) FRIEE S0pl DA K ) —VIZEEME L, GC-MS DFEE T3,

<GrHT SR>

Hewlett-Packard 5890 Series II Gas Chromatograph/5971 Mass Selective Detector
Column : HP-5MS (30 m x 0.25 mm i.d. x 0.25 mm film thickness)
Injector Temp. : 250°C

Oven Temp. : 100°C (3 min) — 20°C/min — 300°C (3 min)
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Abundance

50000005
40000005
3000000{
2000000 -

1000000

0_

TIC: TRIAL-2.D

I

Tine —>

T T T T T T T 7

T T T T T

.00 10.00 12.00 14

Abunda
10000

nce
00 +
800000 +
600000

400000 4

200000 4

51

63

60

79

80

Scan 749 (11.402 min): TRIAL-2.D

109

93

100 .

125

120

150 214
169182 200

1 wyl

aog 246

i I

260

277

Lo A
LIS S e N O ML R AL N N B M S B

140 160 180 200

220 240

260

T T T T

280

ZO<v b1 CGEB2) GRS
SCANE—RIZEB 70T M SAETzbOF A DOTAART ML
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