XY VT HA:~UT A 1 nl/nin
(7]

TAy a< 77 7EESIEE, EEDTINCBO TR BEBREOCEWREET, EFEEA
ZF Ak (1) IETHEESO< AARY L —RTHIER—WELWETE 5. XY VRSN
TR a< b 77 7IETHRIESNIALEMORRBLER ) V2B ERWEEMORE 21T . &
7o, BEEET 2 EERLTLEILEY (P27 aRR, 7Ly =72 E) ORBODIZEE
DRI, BEREERELAT o TRV, MR LD - DR O LAY DR 1T 72
TRERIEZIT > Th L.

- R AT AR T EERIRIE 7 v~ N T 78k (HPLC) (XY UT PR REY G VAL N

NEZ—NVEREY) TulUVIUNVRE T T I )72y, T4V, I—23A— L ED
I

- ALERERE

AEH100pl 27 b= b Y100 pl 2%, BT v 7 A I FHCTHREE, #0458 (12000-¢,
547) L7z b3 20 pl #0ArEE@IciEA.
» HPLC D43 #fr St
i Waters M-600 & M-490E
BitEs SRS (210 nm, 250 nm)
775 I : Nova—Pak C18 (15 cm x 3.9 mm, 4 pm)
B - Kk— 10 min =7 b=hUA:k (1 :1) - 10 min =7 h=FrU
Bt ¥ : 1 ml/min
(A7)
SRS R ST BIRA 2 n~ b 7T T, BB LA Y-CEEERME LAY, BRI EME( L
MR EDT A av NI T 7 TOGIBEELVMEEY (T FT7I /7=, 7 AT VYLK
&, WANR— PREHERE) OREEERBIIToTHS.
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FEH 1 -JR

1) ~y FAR—=2ZFR7ua<w N7 . T b= I M—ETHE0—7 3B Enz. (X
1)

4.043

1 ~y FARR_R—RFTRI7u~< b T5 7105 DEBIEEORER

2) AR ) —=U 7REX v b BAR Bt

2)

<]

2 Triage IZ LD ELAEM OMREE

3) NTa— b= UFFFTA MRIG B

[ 3T etk

3 NI a—b-UFAFA FRIGT L D/8T a— DR

-108-



4) GC-NPD : FEORK & 725 X ) R@EBEOLEMIIHREB SV, (K4)

= e =
= _5 218 ]
£ SZ &ffcs &
£ A% 0O Qg o
E S0 xifod 2
2 a2 of §o8 S
L8 TEES5S 2
n €5 o2 o
M~ d o £ L
=} <o SR = o
o 8 olilss < -
@ 23 ¥ Barbiturates
- o
l ¥ <
= i I | | I i
b d [en] [29] (¥=] D -
el s ol [1F]

4 GC-NPD = L BB DI

5) GC-MS : 2 hASLE S — )LD AANRY NI —ET B — 27 &2H. (X5)

bundance FK TIC: 06011203.D
120000 ’. 1267
100000
80000
60000
13.16
40000
1 17.29 1930
20000 382
O L T T i e A A e S REARa RIS e
Time—> 500 600 7.00 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00
Abunda . . i
nee Barbiturates 12%40601 13020
250000 fham
;| fE
200000 3338
. ir 3
i H 3
150000 . < H
11.26 H
15.50
100000
50000
P . e £
. R B iR b e e o L L e Y
Time—> 500 600 7.00 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20,00 21.00 22.00 23.00 24.00
Pbandance Scan 774 [12673 meny D6011203.0 pbundance #T(781: Pentobarbtat .
wa| 1267HDE—IDIRARY b w T o w T
5000 aco! R FIWES—~RDIRXART R
7000 To00:
6000 8000
w00 5000 4t
4000 4000
3000 3000
2000 43 2000
1000 55 68 58 197 1000 & & | 197
Illh o pEel B e W ] L I.I‘L u![l Nl tl S Y Y I
-2 A0 = &0 kil 80 50 100 110 120 130 140 150 160 170 180 130 200 —> 40 % &0 70 80 90 100 110 120 130 140 150 150 170 180 150 200

B5 GC-MS Iz Xk AFEEYOME
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6) HPLC : ~X2 P E X —/b (TE/SNNLE X =)L, ~F VL EF— L) OREFEMIC—T 5
v—7 EKH. (X6)

REBY 1 -bKR

3
us
.
-~
] ] ] 1 § 1

E T
S s stEmEe = o)
NIVE S — )VIZHERR 5 252
[+ _ o858
(10 pg/mi) 5 3 %8s
g S SEg
23 e &
25§ \2
oI o o
:j,'j N (i)

'

o -

5
et
s

G

ud - —
— ol Al o

(6 HPLCIZLDEEMOME (210 nm)
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2. EEEE s I TR E BN RNV E X —VDOERSHT

< BiTALEL >

1) K100 pl 12100 pg/ml 7= /7S EZ— A=A & ) —VEEIR 5 nl & 0.2 M ErEEEER (pH 6. 0)
100 pl MMz 5.

2) EigoF - PxFAx—F) (1:1) 600 pl Mz, RAT v 7 AIXH—T1HHEERETS.

3) 12000-g C 54 HRLAHET 5.

4) FHELELSETS.

5) ERABPTERIATHETD.

6) FEEHE 100 plICEMRL, €020 pl @A v~ b7 T TICEATD.

<Gyt >
BERR NI EY — VR
& : Shimadzu LC-6A AT A . 3

 fRHEs SRS TR AE (210 nm)
% I : Nova-Pak Phenyl (15cmx 3.9 mm, 4um, Waters)
BEE 7= U k=2 : 8

VR 0 1 ml/min l

BT LEBE 40 °C |

11.283 Psntobarbital
~—11.703 Hezcbacbital
12,088 Amobarbital

4.358 Mephobarbital

-

(o -
.

15

TSUUR
<FEmiER>

Ry R EH—L 5.4 pg/ml

,
8-
S..
1@ -

2
5.955

TR . o

11.343

7 FREHEERERR, WIR
Draw by T A5
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(A7)

1) RGHERHEIZTR bV EE—L (11,28 43) E~F Y SvEF— (1170 43) &T7E50E
Z—)b (12.10 43) FE—2 by 7P THEEL TR Y EMEFRTH D, ~F VI EF =R RE
T2 SR~ DR AR LRI O EESITIIRETH 5.

2) KOMEWHIZT7 oV VI AVRBLREHIND., 2O =237 =/ AV EZ—/LDE— 712
WITIZHER T 275, ZERICHBEL TV DD ERSIMEMTIIHE Lidm b2, Lavl, &L
STET = /7 EFZ— VDG OHELRDDT, 7o ULV I NVRENRET D EEEIE—2
SR TR L TR LENSD.

3) MLBELEE A BEE Liztk, BREEBEMTIHIBEEEAVWD L EEDS. TEF=NILO
BHEENE— RTINS,

4) 1 mg/ml X2 AL EZ—)L (F MY U LE) ERITEEATFC3ERELETHD.
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FE] 2 -FR

1. EMESHT

1) ~y FAR—2ZRHF R u< ST T =PI A= T2—7 PR (K
8)

4.043

u P}

10 RT3 — h-UFFFA MUSICE D3T3 — FDOBRE
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4) GC-NPD : 7 == b T F o ORI

9.500

9.763

10.695

W—ET 5 —7 R,

(& 11)

bx

\ ° e R LS
g =7
f = S
o < (v B N
83 BHERTR
Ao —
N 1 ) 1 1 i !
=5 o0 [17] 0 [ea] L
e puch [2¥] [4¥]
% 11 GC-NPD IZ &k A EEIW O 57

5) GCMS: Zxz=haFAdrovAXAALT Mg

I—ETAE—7 2B (K12)

Abundance TIC: 06011204.D
R 1362
250000 ”
200000
150000
100000
13.14
50000 13.38
) R B e o e L e T
ime-—> 500 6.00 7.00 800 S.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00
Abundance TIC: 06011303.D
ot e 1361
BRI S
g
150000 2 2
@ E
g £
=
100000 3
z
@
=
50000 o
11.70
[ 1 .

B R e e L MMM MMM
[Fime—~> 5.00 6.00 7.00 8.00 9.00 100011001200130014001500160017001800190020002100220023002400
Pbundance l);:n 852 (13.674 min): 060$1204.0 pundance ¥72178.F eewirotivon

9000 2000 109

000 1 13.628DE— 2 DY RARS b Eo00 71 FAFAVOTRANRS ML

7000 7000

000 6000

5000 L 5000 ?
40 47 fe<] o

260 2000 rs)

2000 =0
10060

ol [ 4 ) T ;.l | e je 4 m % L‘ . I ‘; k‘ i J-!'36 e ol Lo
toiz=> A 0 60 152 mm\wuuﬂomuauamnuveolwm 10 220 0240250 0 770 280 > 40 S0 B0 70 BO90|DOHUIZG13)NO|40IEB!70|ED|"402002|02?CIBO240260260270780

12 GC-MS

2L DEmBIM DRI
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6) HPLC : 7 == huF A4 OBREFEMIC—ET2 0 — 2 2HRH. (X 13)

REFY 2 - R

©°
C
()]
5.
THERKE (10 ug/ml) £
3 5
< s
£ g
= 5
™ g
o o
= P
*: o
I 0_',
- 0l
I I ] | )
U = [Ty = ul

— Ll A}

13 HPLCIZ L 2 EE OB (210 nm)
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2. MEBREK n< b7 L DR T == e F A OEESHT

< BiTALE >

1) FR100 pliZ 1 mg/ml > 7/ RA— AH ) —/VIE L5 ul 2R 5.

2) ~XHP 500 pl Mx, ANT v I AIFP—T1oEEETS.

3) 12000-g T5mMELDBET D.

4) FBEslmT 5.

5) ERKIBPTELRNACTHETS.

6) BEIFE 100 pl IZIEMEL, Z0 20 nl ZEEREs o~ h I 7ICEATS.

<L

% {& : Shimadzu LC-10A ¥ AT L

TR« ORI S (270 nm)

#1575 Nova—Pak C18 (15 c¢m x 3.9 mm, 4 pm, Waters)

B : 7 h=hUV 20 mM U UEETKED Y U LEREK
=5:5

6.365 Fenitrothion

P 3.762 Cyanophos (1.S.)

WO ;1 ml/min

us
= LR 40 o
T NIREE C TSUHR R 5

<EERBR>
Zx=buaFAdr 0 19.9 ug/ml

ud uv
. 5 @
IRIER 8 |73 ©

3.763

%—-3763

-

i
L ‘e

-

B 14 JREREERE, BMROZ a< 7T A
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A7)

1) BHY URERTY VRO Y n VR 2RF 7 Y IR TR ORI NG, £, 7
FALRT 2y b= PO L) ICHEETICHINRI AT NREEEHT D a3, 7
ATT Ly ALHHMENCTV. INbOFEMHY CREELY EMICERT -0, ROEE
HICHHIREZIT O MERH D, TOMOFEREY REBFE S MET THRL IO 5D TRDIZS
WTaZ 2805,

2) AHY CREEEIH A v~ b T 7, @EEEZ 0w b 7T 7ONTRTHOITTHETH D2,
BHE) URBRHBTET -V T A0 ERSITIITE S 20,

3) VU uVRA TR TR, ERCBEREEY S LENSRVOT, mEEEs v b
ST THWT BT b= N VRN L AREBE®RO RIE & BT 5.

4) T T7=—F, FUZBARY, VA b= ISP U THRBERIZWOT, HRiEo@myEE
THIE T 5.

5) 1 mg/ml 7xz=huaFti-A¥ ) —/VERISHBEET 1ERELE THD.
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JEM] 3 -1 3

1. EHESHT

1) ~y RAR—RF A v 87T 78 =& ) —WI—ETH0—rgHahiz. (K 15)

2.821

| ]
e aal
i

15 ~y RAR—2H A7 a~v 7T 7255 GHIEHORE

2) BLRAEMAZ Y —=v 7 REFx v b B

3) /AT a—h- VFATA RIS : B (K 16)

16 T a—h=-UFAF A PRIGICED/8T7 22— F OB
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4) GC-NPD : TR N7 2/ 7 = v OHEFEMIC—EI 5 °—2 2B, (®17)

TN I/ T FER

17|
et

X =)
et

B 17 GC-NPD = Lk HBEIWM O

D bl
ol [3¥]

5) GC-MS: 7E NP I ) 72DV ARANY MUVIC—FHTHE— 27 2. (X 18)

IAbundance TIC: 06011205.D
1816 19.28
600000 s
/R
500000
400000
300000
200000
100000
0.
Time—> 5.00 6.00 7.00 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00
Abundance TIC: 08011304.D
- . ohe o 12335
TENT7I/ T RBERR
150000
100000
50000
0 L A e A A ~t
R i B e e e e A B IS o o e o o i e R e
fime—> 500 600 7.00 B8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00
Rundznce San748(|1382mn):05)\|3(§0(~] Findance lGSGSlAnzmm\:ph::\e
9000 9000
woo| 12.38DE—~DDIRARART M oo, TEMTESTIVDRAARG M
7006G- 7000
6000 000
5000 5000
151
4000 4000
3000 151 o0
s &
2000 a 200
53 I 53
g A -
,IFIAQJU ?‘S“I“}u‘ L1l .1 kzz) L IH ]
li> 36 40 45 50 55 €0 65 70 75 &0 5 %0 05 300 105 110 115 120 125 130 135 140 145 150 15 180k 5 40 45 G0 S5 €0 € 70 75 60 85 S0 85 100 105 110 115 120 126 130 135 160 145 150 165 160

X 18 GC-MS IZ Lk 2B DR
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6) HPLC: 7T v 7 2 ) 7 = v ORERMIC—ETs =27 2#HH. (X 19)

FE) 3 -1

[N}

T .

_th {hJ AN

—~——
| )

(84 Y15 8 KT 5 BFTR)
T T3/ 71 AEERK

r.
[al}
i

-

b

| I [

[xa]

=4
]

1o -

|
u [xag
[a¥} il )

19 HPLCIZ X 2B oK% (250 nm)
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2. BEREKZ o~ b7 7EAMEFRTE T I 7 2 OERSHT

< AirvE >

1) ¥ 100 pl (288 ) b Y 7 AWHE 100 pl & 1 mg/ml 3-7ER7 I F7 =/ — 10 pl 2%
D,

2) FiRTF L 600 pl ZMx, RAT v RAIFH—T1HoMBHTD. BAEZR (100 pgimi)

3) 12000-g T 5 5@ LSBT 5. ] @
4) FHEZ RS, % %E
5) SEIRKI T CERA A CEET . | I
N g
6) BEFE 1 ml IEAEL, £ 20 pl Z@EERAEs o< M7 T TICEATD. 2 g
< TSRk >
R 7 : Shimadzu LC-10A & SPD-10A \ l
ISR © SO TR INGS (250 nm) -

%1 I : Nova—Pak C18 (15 cm x 3.9 mm, 4 pm, Waters)
B : 7 h=hYU:20mM Y UEE2KkED Y
7. (pH 3.0) =5:95

\J
\
\V
Ny
B
i
)
Tkt
3.788

¥ 0 1 ml/min

BT LIRE - 40 °C

<TELRER> | '
" u
ERT I 7= 80, ; ; :
FERFI )T = 80,1 pg/nl Moo pgmy  IIE
o
™~
o
Ie)
&
o
N =
© ©

u u

20 AFEEER & ME, MmO n< b7 T A
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[:f7]

1) TN /) 72vidRA7u< NI 7ICCERSHT D56, FEMEL THITT 2081
2.

2) TR I T = SR T T 245 nn AREIZEW W RIREZ FFOD T, mdEiRiEs nv b7
TCRBERSONTHIENRTED.

3) T INT I 7= AFKEENREVOT, fafElT MY U AERKRENZ D Z LIC X 0 I HE
HT&3.

4y 1mg/ml TENT I ) T2 F ) — ) VIERISHBIRFCOEMEETHH.

5) lmg/ml 7 N7/ 72T b= b AERISHEERECIFEHREZETHD.
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FEBI 1

RN SIEREGFE L EZLENAN, IAT B MIRE LR T2 &5
RV DT YU REYOREEMEIIELS . MMOBERELEZXNA T Y —=V
T wmAT > T2,

A Y—= T

HEIOR % Triage CAZ V —= T 2T & A, ANEY L— MG
Tholr, WIT, ZAEYL—MEADRZ ) —=0 7 L ERZIFRN T, WMH%E
Tol-th, BRY UBHBMNTRA7a~ 7T 7 4 —THET LT,
BOEDTa LU VY NVREBEOERGBIE n<w N7 7 4 —TiT oo g
METhHoT,

SNy L— Nl FE ,

. RUMRBREICEER 1.0ml 202, NEEEDE L LT5pg D kU
e H—/ 01N HEEEAKEK 0.1 ml, BEEATF /L 4ml ZNZ 5,

. XX TR, HhH. BLOSBET D,

3. ERBERORIMEBREICE LERKI T CHET 5,
50 ul ® 4 mM TMAH (Trimethylanilium hydroxide)% /1%, 80°CiZT 10
SHEIAF AT B,

5. BEk, ¥RIZu~w I 74 —RBET5,

TSR

Agilent 6890 Series H A7 v~ N 7F7 7

J15 2 : DB-1 (30 m x PR 0.25 mm x JE/E 0.25 pm)
F—7 RE : 100C (1 4) - 10C/43 - 300°C (1 %)
Xy VT HRA AU A

EABIRE : 250C

RHEEE : 250°C

Gy ATIE R
~Ny b Z—)r 5.1 pg/ml

—-126-



Data File C:\HPCHEM\1\DATA\SN026\06012610.D Sample Name: urine

NPD, case 1, tolylbarbital (IS), extract, 4 mM TMAH-der
ivativ, 100(1)-10-300(1), DB-1

Injection Date : 01/26/2006 3:38:27 PM
Sample Name : urine ) vial : 1
Acg. Operator : saito Ini : 1
Inj Volume : Manually
Method : C:\HPCHEM\1\METHODS\NPDSCREN.M
Last changed : 01/26/2006 3:29:39 PM by saito
(modified after loading)
NPD1 A, (SN026\06012610.D)
PA 1
5000
4000 —
3000
2000 +
1 pentobarbital tolylbarbital (IS)
1000 —
0 ;—J’\*——’\j
* L L A A A R IR
25 5 7.5 10 12.5 15 17.5 20 miny
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Sample Amount : 4.00000 [ng/ul) (not used in cale.)

No peaks found

**% End of Report ***

Instrument 1 01/26/2006 4:01:39 PM saito Page 1 of 1
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Print of window 38: Current Chromatogram(s}

Current Chromatogram(s)

NPD1 A, (SN026\06012610.0)
Norm. |

1200

1000 —

800

600

400

200 H

pentobarbital

tolylbarbital (I1S)

J’ JLW

T T

T
20 min

Instrument 1 01/26/2006 4:04:02 PM saito
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