ORBLEZIRE LIS BB A FadrTr A M F RV OARKELTNA ENTF a— MR
FELTHLHALRZWOT, MBERBVWTCHETDH I . X7a— 2857582 kETDH &

EEH T ABOFFITRET, NY oL Bl Y ORGEFRTOZ ENEE LV

4, BEY VUBHETAZa~ 7571 (GC-NPD) RNV PT7EEVZREY, = - BRSO
BE, HHEU VAL SNV R—VREY TR RTI )Ty, TAT 4V, =N A—bE|, F
S DY TR
o HLERERLE

S 100 plicEL T U D01 g LERBEF L 100 pl &M%, RLT v 7 AIFHIZT1HE
B, BOSEE (12000-g, 547) L7z bBiF1 pl 20 HrEEEICEA.
« GC-NPD D4y #réeit

by
4

[

: Shimadzu GC—T7A
7 b—AbY—I A= IR

:DB-1, 30 m x 0.53 mm, FEE 1.5 um

: 17 100°C-  (10°C/min)- 320°C

HEAED - HiH#Es  320C

Xx YT HA:~Y 1725 40 ml/min

(A7)

AEEALFERY VRHEIE, BECT L—AY— 4=y 7B (FID) &MTh, %=
£ LIV R bEMicx L GRIRIICEBE 2770 T, EXRMLCBEIER E OB ERE
NHEETH D, iz, A—T VREZZERICTAZ LIZLVEEOY— 7 ORNCEHFE D E— 2 37
HDoNDDTEBROEMIZLERNTHL.

bl
s ]

iy

tH
Nz

b

i
e

5. HAZu< 7T 7HEESHE (GCMS) - Yy PTEEVREY, = - RRRD O, H
FOEE, B VHL, SAVEX—VREY, TulrU LV IUNVRE TR )=, AT 4
Yy, B—A— pHIOBR

« SAFREE
k100 pl izt R Y DA 0.1 g EFFBE=TF V100 pl 2%, RAT v 7 AIFHIT T30
MR, BB (12000, 543) L7z EiE 1 nl Z20rEE@IcEA.

* GC-MS D434 Gtk

3 & : HP6890 series

=R
Mg - EESHTE
475 4 HP-5, 30 m x 0.25 mm, FEE 0.25 pm
B OE:HT L 50°C (4 min)- (20°C/min)- 320°C

EAER - BeiEs  300°C

—-234-



FYUTHA:~U T2 1 nl/min
[ A7)

TR v< b 77 7BESNEL, EBEVSTCBONTRGEEEOEWREET, BT EHEA
Ak (ED ETRELD T AZANY PV E—ETHER—WELBETE D, BR D ViRHERA
HATv= 7T THETHRILSNIALE M OFERSERRY VE S ERWVMELAWORE AT . &
7o, WAERET A LB L TCLE LAY (P27 aRR, 7Ly —n7kl) OB HIizsE
LIS, BREERIEZIT > TWRWnDS, BEER L0 DEREO®m W LAY OMRZ1T o 72
BIRMEHRIEZIT > Th LV,

. RO TR EEIRE s uw N T 7 (HPLO) RV OT P UREY, AR UH, S
NEZ—NVREY, TulbTOVINVRE T NI )=y, AT 4V, I—rA—FHOD
R

- JVERERE
BB 100 pl iz 7 b= R UL 10001 2I0%, RAT v 7 AT CTHBE, EO058 (12000-g,
543) L7z k3% 20 pl 24HrEE@ICIEA.

« HPLC D43 gttt
£ & : Waters M-600 & M—490E
Feitisy « 4P HEE (210 nm, 250 nm)

777 I : Nova—Pak C18 (15 cm x 3.9 mm, 4 um)

BEME : k— 10 min »7 & r=FU 7Kk (1 :1) = 10 min 27T Er=RrD L
¥ & 1 ml/min
[ A7)

AR AR T B R 7 r~ b T TR, @B LA BER (LAY, BRZEMAL
Wi EDOA AT o~ VT T T TONHPELMEAY (T2 T2/ 7=, 7ulU L UAR
R, WA A— NREIERY) ORIBEERBOITo> TN,
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SEBT 1 -fR

1. EESHT

1) ~y RAN—2 270 h I 7H T b= P MVC—ETHAE— 7 B3 BH Sz
1)

4.043

M1 ~y RANR—2ZRFRIa<x 7T 712k 5HEBIBIEORER

2) ALHEMA s Y —= T7HEFx v b BAREEME. (K 2)

2 Triage IZ X DELAERY O

3) RT A== DFFFA MG ¢ B

[E1E3 R ]

X3 RTa— b -UFFFA MRISIZE DT a— FOR%E
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4) GC-NPD: FEDRFRL 2D & 9 EmREOLAMITRE Shiy. (K 4)

~
o
i
o3

5|, = G P
- 3llss =
\'f 3 u2 5l i5s g
= =5 of f52 2
= 25 QiS58 ]
g S0 offiod =
@© 29 xhjlce 2
o B a.g e
0 Ec ol foc e
o <o S fiEa o
w % o 8@ x .
g “il=2 z Barbiturates
@© =]
== e
k 1] < _-_‘___’__———*"_
-
) P | S
= | i I i | I
b [=~] [a¥] =] =] =
e e (2] d

B4 GC-NPD = X AEEIM DMK

5) GCMS: 2 h S E R — )LD ARLY MUV —FTAE—2 . (E5)

IAbundance TIC: 06011203.D

120000 ,7:)& 1267

100000

80000

60000

13.16
40000
1 17.29 19.30
20000 332
) A

R B BRI B B e e L I B B e B R
Time—> 500 6.00 7.00 8.00 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
bund: . . X

undance Barbiturates ;I'sl%406011302D
250000 ~;" 91
N
£ 4 i
200000 113y
) 1267 | 2 3
i i 1
150000 N : g
11.26 ]
15.50
100000
50000
N i,

O S i B RS S e i o b o e B -
[Time~—> 500 6.00 7.00 800 500 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
Pbundance Scan 774 {12673 mn): 06011203.0 bundance BTT761: Pentobarbita)

o] 1267HOE—IDTRRANY A w T o w T

™ woo] RV MIVES—DIARRS L

7000 7000

8000 BO00

5000 so0 4

4000 4000+

3000 3000-

2000 " 2000 =

1000 5 €9 ) 197 1000 = 197
1»| ol pSe B e b ] . ‘I‘|. Js A L _

=l 40 50 70 -] 90 100110 120 130 140 150 160 170 180 |§D 2(')0 FvI-2 40 5‘0 5‘0 7‘0 B‘) % )60 |‘u 12'0 |5u I;O '50 1éJ l';D 180 |§|J 260

BI5 GC-MS ik 2EHMOME
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6) HPLC : =Xy b SV EZ—)b (FTE/JLEF —)b, ~F V30X —)) ORI —ET 5
v—7 &, (X6)

REM 1 -Br

©
o » e ] S5w
NIVE S — IV EERR & =
¢ 5 85
=1 o
(10 pg/mi) £ ¢ 5B
55 g &52
= 0 Q [=%
5 5 \2
T > el
mI o I
I:lg-. 1] E
k]
:1‘,-, r\: 0
]

-
e

1 i | | |
b = Tyl = u s}

— — Pak} bav | (A

M6 HPLCIZ X 2HEEMWOMKmIEE (210 nm)
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2. MBBRE I o~ b7 T7IEBR A EE—NVOERNT

< i ALER >

1) #BE100 pl 42 100 pg/ml 7 = /7S Z—)b-RA Z ) —)LEEK 5 ul & 0.2 M BEBBREETR (pH 6. 0)

100 pl 2Nz %.

2) FEER = F - P F i —T)0 (1:1) 600 pl %, BT v 7 AIFH—T 145884 %.

3) 12000-g T 5 iiELoBES 5.
4) FHREZ ST S.
5) |IBKBPTERENATEET .

6) ZEIFE 100 pl 1AL, £020 pl 2EEKREI o~ b7 I T7ICEATS.

<IHTSRM>

# & : Shimadzu LC-6A ¥/ AT A

BrttiEs - SRR HES (210 nm)

717 A : Nova—Pak Phenyl (15 cmx 3.9 mm, 4 pm, Waters)
BEME: 7ER=RFUL k=28

JEER 1 ml/min

BT LIREE 40 °C

<ERRER>

Ry b EHE—L 5.4 pg/ml

[ 7

-239~

NIVEY —)VBEE

173

11,263
11,703

2
/

5.555

-

10~
<

15

1
=

AR & ARIERE, BYINR

DY/A= A=l /A AN



(A7)

1) ABHEITTAY b E S —L (1128 4) L~F Y SLEF—L (1170 5) LTE/SLE
A—) (12.10 47) 17 by 7 THEELTRBY ERFREETH DN, ~F Y Ve — LN E(T
T 5 E I~ SHEN R D ERSITIIEEETH D

0) AN EABICTT R AT LY AMRELRIEEANE. FOE—2137 = ) X — )LD E— 7 15k
VERICIBLT 575, SERICAMEL TV B b ASTACRETE L 25, oL, RS
D TRHT = /7 VE S — VOB D E LR HOT, Tuny VY MRESBET 5 L ERE—2
SR T DR LT < WERDH B,

3) MG ARE Lok, RELHRMTOMEIBEBEAVD ZL2@HD. TEF=IAOD
BHELN C— 7 WRICEETH IR 5.

4) 1 ng/ml v RSB S L (F U L) WABIHRE T 3 EREETHD.
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FEB 2 -JR

1. EMESHT

1) ~y FAN—2F27av NS 7%E . 7= I MI—ETAE— 723 -,
8)

4.043

U =

8 ~y RAR—2H 27~ T 728 DEBIBHOBRE

2) BLHEMA 7 ) —=2 T hdEx v b R

9 Triage \IC X AELAEY ORI

3) NTa— b= UFATA RIS« BRI

(4 iy (43

10 NI 3= b=-UFFTA PRI L DT 2 — FORER

—-241-



4) GC-NPD : 7 == buFF U OFREFHRIC—HT 2 —72/MH. (K11
I
. E, ol & R S
’ g1 . e
A<, "
N 1 | 1 ] I i
5 [ ol (Ve D Lol
= et [2¥] 17}

11 GC-NPD

WX BDEEWORER

5) GCMS: Zx=haFFLrDvARART NUZ—FTHE—7 2. (K12)
Kbundance TIC: 06011204.D
F' 1362
2‘500(}0J 7
200000
150000
100000
13.14
50000 13.38
0 L . 1
T T T T P T T e T T T TP e P o e T e e T T e e e e e e e e ey
Time—> 5,00 6.00 7.00 BOO 900 100011001200130014001500160017001800190020002100220023002400
Abundance TIC: 06011303.D
e v s 1361
BRERR g
- =
150000 g S
® =
§ g
.‘E‘
100000 3
z
©
=
50000 «
11.70
L 1 1
_ 0 R N L e e
Time~> 500 6.00 7.00 8.00 9.00 10.0011.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 1S.00 20.00 21.00 22.00 23.00 24.00
Phondance ‘Sbanaﬁﬁlusumn) GEO11204.0 FEvndance. #2178 Fervarotivon,
5000 5000 109
8000 * 13.6258DE—IDTARRSY bl 5000, FIZFOFFLOTARARY b
7000 7000
B0 6000
5000 o 000 K
bl T e 47 k:< o
3000 = a3 260 3000 ® o
2000 47 2000
1000 1000 i
o %’! m]' bkl b Al e N o L g - WS IS Lok
=2 405060 980 wVDO!W‘ZUIJG\40150\&1‘70180‘902002!02202301‘0 50 70 250 > 40 S50 60 70 B0 G0 100 110 120 $30 140 $50 16D 170 180 150 200 210 220 230 240 250 260 270 280

12 GC-MS i Xk AEEIMOME
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6) HPLC : 7 == buaFF r ORFRIC—&TH2E—2 2. (®13)

REY 2 -FR

©
c
2
~ - - 2.
BEHERZ (10 ug/ml) £
< c
> £
= <]
3] =
= 5
s .
o )
[ux] P
ﬁ o
M ,'-,J
— ol
-k g
i 1 i 1 i
U Pea) v ) Iy
— —4 1 el

13 HPLCIZ X 2B OREE (210 nm)
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2. MWK 0w b T7ICXBRP T = buFF L OERSHT

< BIALEL >

1) JR100 pliZ 1 mg/ml &7 JiRA- A4 ) — VRS pnl 2z 5.

2) ~FH 600 pl EME, AT w7 AIXY—T1 4T 2.

3) 12000-g T 5 HRMiELOEET .

4) AHELSRTS.

5) HIRAKBFCERYATHET .

6) TEIFE 100 pl IR L, £ 0 20 pl #EEEEs o~ R 7T 7ICEATS.

& : Shimadzu LC-10A ¥ 27 A

R« SRR IEES (270 nm)

715 I Nova—Pak C18 (15 cm x 3.9 mm, 4 pm, Waters)

BEVE : 7 h=F VUL 20 mM U UEETAKED Y U AEEIK
=5:5

WO 1 ml/min

P— 3.762 Cyanophos (1.5.)

6.365 Fenitrothion

un
= LNBE 140 ° .
<TEBRER>
Tz bhuagAr o 19.9 pg/ml
* 1 * I
un u
wR 8 = 3
e J_
u w

X 14 JREBERER, BMROI o< b7 A
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(A7)

1) AU VREETY VBRIOY S n VRARSA 7 Y VIRIIRR CRIMIC RSN D, e, <7
FF R Tz b= bOLIHEEPICHN RV Z AT LEREZETDH EHRENTL, T
4T TV I AL GRS T V. THHOFRY CRBELEMICERET 57001203, HiEE
LICHIEHBEZIT O NERH S, TOMOFHY RBE S M Th4IZOMT 5D TRDIZS
WD L2805,

2) AU VRRIEEIARA I a<w T 7, @EREKI < NI T7DONTRTHHONARETH 575,
ZRV UVBHBTIET =Y VT DD EESTIITE S 220,

3) T v LR A TEHAE T, TRICEHELET L LEINESNRVDT, mlEE s n<
T TCHRT BT ' b= FUABINC L AREBR®RO EIE A EESTT .

4) TETZ=z—F, bV ZaRy, YA PZ— MEIANF T OTHIEL S AU WO T, BP0 =B
THUET 5.

5) 1 mg/ml 7 == haFAr-A4 ) — VIEKITGEGRGFEC1ERZETHS.
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FED] 3 1ML iE

1. EYESHT

1) ~y FANR—2RF AR/ av v I 7 =g ) —V—ETrvr—705kESn (K 15)

2.821

I 1
s oD
Lo

K15 ~v RR_X—2RHFR70~w 7T 7128 H5EBIREORER

2) ELAERR 7 ) —= TiREx v b EET

3) NTa—b- UFFFTA UL BB (K 16)

16 NI a— R =-TFATA PRIGICE D37 32— b ORI

—-246-



4) GC-NPD : 7t h7 2/ 7 = O{RFEFEE

=BT s =7 2l (H17)

LN
w
o
~
[=;]
<
vy
e
==
B
(4]
(52}
[+3]
~
7t i\? /7I/mﬂ—l§;
| ! T ] 1 '
« © o X &0 5
et ol [1¥] (18]
v - == ..
B 17 GC-NPD = X BB DR
-~ - C A W
5) GCMS: TERTI /)72 DvAANRY MII—ET 22— Z2HE. (K 18)
Bbundance TIC: 06011205.D
600000 i 1616 19.28
miE
500000
400000
300000
200000
7.42
100000
9.90
OB R B e s e e
Time—> 500 600 7.00 8.00 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
|Abundance TIC: 06011304.D
- © remors s 1235
TENTE/ T EERE
150000
100000
50000
I A M“"""J“”"‘" A ¥
e B SNttt ———
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
fbardance Scan 745 (12382 min): DoOHZV: Dy fndance #66852° Acnafmwphm
9000 9000
wo| 12.38DE—IDTYRRANRY by wal TERT I/ T2 DRRIRYG MY
7000 7000
6000 H000
5000 5000
15t
4000 4000
151
2000 & 3000 ) B
2000 aQ 2000
53 5
- 1 | o |
a1 N SRR S R S S— o . llf I - ey [—
[nfz—> 35 40 45 53 55 K0 E5 70 75 60 85 5G B5 300 305 110 115 120 125 130 135 940 145 150 155 160ty > 25 40 45 SO S5 60 €5 70 7 £3..590_ 0% 100 105 11G 115 120 125 120 135 140 145 150 155 1EQ

Bl 18 GC-MSIZ Xk AEEIWOBRE
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6) HPLC: 7 b7 2 ) 7 = v ORFEEERIC— T 5 ©°— 7 2.

fEG) 3 -1

A L e

TENT /7 EERR

P

[}

.4

T

(B85 DI85 TAKT S ERT)

[T} [xn] ue
et ol il

11.«—?

19 HPLCIZ L 2EEMOmmEE (250 nm)
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2. BEBE I o~ N 7L BREFRTENT I 7 2 DOERSHT

< BITALEE >
1) MmiE 100 pl \CfafniElb > P U AR 100 ul & 1mg/ml 3-7 B M7 K7 =/ —)b10 0l &Nx

2.

2) EEEE=FIL 600 pl #Mx, RAT v 7 R IF9—T1 5085,

EHER R (100 po/mi

3) 12000-g T 5 s LoBES . g 5
2 ©
4) HHEE LSBT S £ 05
g “a
5) EIRAKRHCTEEN A CTHETS. 3 g
. w > o
6) BEME 1 ml ICIEMEL, Z0 20 pl ZEEKEs o~ b7 T 7 ICEATD. © 3
5
< GrMTgRiE >
AR 7 : Shimadzu LC-10A & SPD-10A L___Jk____
i
Wethes « SRS AT R (250 nm) e
717 i Nova—Pak CI8 (15 em x 3.9 mm, 4 pm, Waters) =S, /4 [ ms 8
BEH : TE R= R UL 20 mM Y R 2 kSR Y T
72 (pH 3.0) =5:95
VR 0 1 ml/min
77 LREE 40 °C
<TE AR > i '
FTERT I Tz 1801 pg/ul " i
> =7 2601 ueg/m AWINIE oo pgmy  IIE
2
[ap]

6.243

3.825

6.303

-l

I
u?

B 20 ARAERVR & MIE, WD v~ ~ 75 A
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[ )

1) 7B T2 72270 NI 7ICCERSHTTHEE, FEBRLLTONTH2LERD
5.

2) TENT X7 o SRS T 245 mn IRV UV BRI Z oD C, EliEE s v 73
TCRERLS AT HI LN TE .

3) TN/ 7= 3KEHENEVWOT, ek MY U AEIREMA D Z LIS & D ZhEMIZH
HT&5.

4) 1mg/ml TENT I/ T x-A % ) = /VEIRIIMERFE CSFMEZETHD.

5) 1mg/ml 7N I/ 7x0-TE =PI AVBEIRITHBEFEEFECIFEHLETHS.
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FEF 1

RN HEEREPMEFE L EZ SNAN, TS VIKIG LN 0 h
RV VT B REDOABEMIZELS . MOEIRE L EZEZ N AT ) —=
T EITo77,

Ay —=

ABOR % Triage TAZ V== T &ITo7c LT A, 2V EY L— MG
Thol, RIZ, SAEY Lb— NEORY ) —=2 7 L EELFKQT, iz
Tolzt, BR) U RBREBMITAIa~ 7T 7 4 —ThHrLiz,

BOHT LT VI NVRBEOEEGRE o~ 8757 4 =TT o2
HTHoTz,

ALY L— MR

. R UMAHEBREICHEBR 1.0ml 2002, NEZEEHE L L To5ug® hY AN
NEH = 01N HEEEKER 0.1 ml, =/ 4ml 225,

2. ¥y v Uk, #i. BLOOBET 5,
ERBEROXVMARBRE B LERKI T CRET 5,

. 50 pl ® 4 mM TMAH (Trimethylanilium hydroxide) &1z, 80°CiZT 10
DA FNAET D, ’

5. WEME, WAI/a~<w 7T 74—R BT 5,

TSR

Agilent 6890 Series A/ u~< h7 57

715 2 DB-1(30m x %X 0.25 mm x fE/E 0.25 pm)
A—7 VRE : 100°C (1 43) - 10°C/43 - 300°C (1 43)
XX VTHA: ~U 7L

HEAMRE : 250°C

BRHZHRE : 250°C

ST R
N2 bV ESZ—)L 5.1 pg/ml
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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 Inj : 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, (SNO26\06012610.D)
PA 4
1
5000
4000
3000
2000 -
] pentobarbital ;
1000 - k tolylbarbital (1S)
O_-,__‘_r\__/\d A L A Ao
et e e e s O S S Ay SR
25 5 7.5 10 125 15 17.5 20 mir
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Sample Amount : 4.00000 [ng/ul] (not used in calc.)

No peaks found

*** End of Report ***

Instrument 1 01/26/2006 4:01:39 PM saito ~2h4~ Page 1 of 1



