EREL o TWADOTHEHARWVWELELTEY £1,

RRBENDESRVBLRD Y ERATLU, EEOMEREEIZR->TLE I DT,
H DL, BFFREICREBRH VI ERBVELE, 2, TEIT I 720080 »
FREIEOX v FBRE ENTWIZDTATE R EABER > TEATLENE L,
7235, fiEBI 2 @ Fenitrothion OIEMERIINR D HWHOEFEH LE L7z0T, EEM
BT Y, BWRRIZRVELE, HuRES T8V ELE,
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(&kt 3-4)

Kol 1

mxTH



<EBRITTRER L R >

SEIOBBMSITOEERE CTONKR LD b0, BAFESES (HIFEES) #iEIC
BWC, £0RHBPEREORBICERATHS L ShichERERMWHE 16 588 (AF ./ —n,
Ry UT B UREY, = WBERREL O 0%, VUFLEE, B VA, AR R— b,
v#E, NAEEF—LREY, TalbUVINWRE, TENTI ) 72y, TAT4V Y,
NA—=HEl, RFa—F-PrTyh, *@mA% %&y71&iy>m6Lﬁbtkén
TWeDT, ENOEZPLICEBEDORE, EMEINEIT o7, S OITKRE, EMELSHT Thitt
ENTALEMTONWTERGTEITo T2,

1. EEWRE, THESYIEOLBERE L 554
1) ~y RAR—=RFRI = 7 Z 7 (HS-GC) : AF ) —INDKE
< ALERERE
B0, 5ml & 10ml /o T AN, B L7ZH0O% 60°CT 15 HRMET 5. EHRE TN
AT NAHOKHE Iml ZEE Lo EBICEATS.
- HS-GC D43 44t
% & : Shimadzu GC-TA
RS AFRA A LEHE (FID)
B5 2 25%PEG-100 (Mesh 60-80) , 5 A 5 A 1mx2. 5mm
B OE. 2525 70C
HEAL - Mg 110C
Xy DTHA  ~U A 50ml/min
[EAR]
HS-GC 1%, HREMEOEWAAEOSHTITHE L TRBY, A ¥ /=0 d /J—1AR
U DR F AR P iR BRI CE D,

2) BLRAEMA 7 ) —=2 TIREXY b (VAA YT A, Triage) : XUV PT BV REY),
= - OBZH S 0%, S E—LRIEY, AF T =F I OBRKR
- INERERE
fEFARHB IR VBRIET 5.

3) AHY AREERHY Y b (BESE, hFar/EE 31115-96) AV VREEOR
B, 7ubU LU NVREORRE
- ARERER{E
B BB BRET S,
(7]
RO AREERE XY M, BXEGLTT oAU VU NVRBTHEMEE 2D O TH
ML 2o BE, BIRERE ALY TRELHWT S 28D 5,

4) BEu< N5 7 (TLC) : VBV F— R U RY— FOkgH
- ALFRIRE
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Bk oopl 27 b=k Vv 100ul 2%, RAT v 7 AT THEER, @008
(12000-g,5%7) L7 LiEEEERICAR Yy b3 2.
« TLC D&M LA
TLC : HPTLC aluminium sheets silicagel 60 pre—coated (Merck:; Art. 5547)
BRAAH =X )~ K TrE=T/K=7:3:0.1 (6 cn B TH 50 %)
ORI %=t FY VAR EERNEAT S,
(fz]
ABEHEILEDITNRR— T VARY— MO REEIEZI VA R~ b230.66, 7 Uik
P— F330.42 TH o7z,
FRESASNDBEANERICOWVTHEIGTE 28, FFEMENEVO THI R & g
T5Z & MESPRMFICIXFR UBEEROLEMNTFET HDOTIHATERY
BENBETED L REEPEBTEDOTEHIZKTHRLEZLOZ BV THRT HLE
NdHD.
BE%, TR EEIVENDD. TUEZTHRESTWS E 7 VR — hORA
LR D. '

5) TR NI/ T iiHFy b (BB, A FarES01601-96)  TELT I/ T
= DR
- SLERHRLE
BY ORI IE WV RET 5.

6) NTa—h- UFFFA ML X7 a - VI Ty FOKREK
- ALERHERE
B 100pl 12 2 NAKER{EF b U o AL 100l 2z, ~NA FedrrrzA b hU DA
ZI7nAN—T VR 1RNABRETS. MEORBEHERTS.
[7EfZ]

RS a—h= PFFFA FRIGE, BEFICNS a— FBFEET 35S, REAkoe
WA CTHADRERE LD, EHERE COMME TRIZK lug/ml THI0, AEHIEE
DHLGENTEDOEEZZITRB LIS D, " FadrTrA4 MY U ARKE
LTWBENRTa— b REFEELTHREREALRVDT, HBEBVWTCHIETDII L. NFa
— b EEETOIRBEZEIET D L &IV AROERITET, R oL 8 b0
BEFERTAZENEE LV,

7) BRIV UVBRHEBAI A o< 578k (GCNPD) : XV VTR REY, = - TR
Lo 0% HWY VA, SNEF—NVERIEY) TRNFI Ty, TAT4V Y, K
— 32— 1A, FBEMOBRE
- ALBRHRE
Bk 100pl IZH LT P Y U A0, 1g EEEBR T /L 100ul 2%, RAT v 7 AIFHIZTL
SyRIERRE, BOSBE (12000-g,54y) L7 BIE lul #H5WEBITHEA.
* GC-NPD D43 #r 4 ftk
¥ & : Shimadzu GC-7A
BRHER : 7v— 2P —I A=y 7 RS
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#Z 2 2 DB-1, 30mx0.53mm, fEE 1. 5um
B OE T4 100C- (10°C/min)— 320°C, =l (HE)
HEAER - faitgs  320C
FYUTHRA : ~V DL 40 ml/min
[ Az ]

SEERL-EEY) VRHEL, BEETTL—LAY—I 4=y JRHEE FTD) & MEE
, BERLLIRY V2 E5bAmics L TBRICERE L R TOT, EERLEBIE
FOBRBERENEHETHD. £/, A—T7VEEZSRICTAZLICE VB —2
DENZFBROE— 7 BPED LN D THEBROEHICHENTH 5.

8) HAZ <~ NIT 7T HBSMHE (GCMS) XUV OT7 P UREY, = BRI S S,
YYFAR FBEY A, SAEE— AR TJu ULV IULVRE TN I /T
v, TAT ), = A— FRIDBER

- ALERRE
B 100pl (IZH b YU D A 0. 1g EEEEE=F /L 100pl 2%, RAT v 7 AIFHITT
30 PORIE %, EOOBE (12000-g,5 43) L7 EiE lul 2 orsEEIciEA.
« GC-MS D43 Hr 4tk
& : HP6890 series
RthER - BRSOV
775 2 : HP-5, 30mx0. 25mm, FE/E 0. 251m
B OE: b7 50C (4 min)— (20°C/min)- 320°C
HEAER - B 300C
X VT HA:~Y A 1 mnl/min
(7]

HA7a< b7 T 7ERSITEL, EBEVUATIIBW TRV EEEOHWETEET, B
FEE A A AL (B]) BCEHERLDO~w ZAANY ML E—BTHIER—WE L METE %
ZRY) USSR 70~ T ZIETRIBINIZ(LEHOERSERS) V2S84
VMEEBIDIRIBEAT S . £, BMRET22EEBRLTLEMLAEY (Y7 uriz, 7
L7 E) OO T DIZRUB SR, BREBRIELZIT o TORWVWD, BIHERER
EDT HEBEDEMLEY OMERE 1T - IR EBRRIER1ToTH LW,

9) AR EREE S v N T 7k WPLC) XY VT BV REY, AR
VH, Ve Z— VR TualULVINVRE TN )Ty, TET 4
=3 A — pRIDIRE

- AEREME
FAEH100ul 127 b= U 100ul A0, HRLT o7 A XV THEERE, EO008E
(12000-g,5 43) L 7= biF 20ul 20 HrsE@IciEA.
« HPLC D 43 #r &/
& : Waters M-600 & M—490E
MRibas A FTEMRNES (210nm, 250nm)
715 I Nova~Pak C18 (15cm x 3.9mm, 4um)
BEIME : Kk— 10 min > 7 b=FUs:k (1:1) — 10min =7 F=RU L
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CHE OB : lml/min
(7]
LA AR RN EERE S v~ R 7T 7R, BB LA-CEHER LAY, B8R
BEMAAM R EOT A u~ VTS 7 TONFRELWEE (TR NTI /)72,
Tua LU VY VRE, AANA—PRBIERY) OBHEZERENIATo TN D.
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FER 1
1. B
myE1l:
1)

2)

3)

4)

5)

6)

7)

8)

9)
R1:
1)

2)

3)

4)

5)

AHEY ARBEERIF v b REET
e n< b7k pEET

T NTI)7=ViHFy b B
RF3— = DFFFA MRS - B
GC-NPD : £ I 77 I (2

HRAEMA S V) —=
RO AREBIEBRHE> v b ik
BEs o< T 7% B

T NI/ 7Bty b B
6) NTa— b~ VFAIFA MR B
7) GCNPD: A ST I TV 7T I
B)GCMS: A I TFI D ARARYT )L
MU= D — 27 2 (X 2)

~y RAR—AGT R n< N 7T 74
LREMR 7 ) —= TRRES v b EET

Y TREX > b TCA Btk

AE ) —=VERHE S 70

—ET s —27 KR (1)
GCMS: A XTI DT ARAARNRT )LV
HPLC : FEORE L7225 L 9 REBE AR &gy

THTAY— 7 e (H2)

AH =i ERan

I—HTAE—I R ENn. (®1)
—HTAE—T LTI I DT RANRY

9) HPLC : FEORK & 725 & 5 e@mEO(LEmidEt Shign

]
s
PR 1
N~
5
m;&1 8
k z
BERRK Hl
(10 pg/ml) 'é‘ 3‘%
oy Ao
L 2
| t ] 1 [] ]
L -] N (Y- <) b
=t =t 0d o
11 GC-NPD iz L AFHBEYOMER

TIC: 0501241.0
1

b

150000
100000
50000 fersy
15,34
o
Iime> 500 b0 750 abo 860 10,00 11.00 1200 1300 14.00 15,00 16.00 1700 18.00 1960 200 21,00 2200 Z360 406

Rio15.34%0-2o0
RRAARG b

R101518580E—-20
RARRD B

thidy ni;"l
PR A T Ty

RARNRY M

Illlllilli' §EUBERRESR

BEINIIBEE

vl o1l

W DR

2 GC-MSiZX 535
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2. BEWHEs nw NI TICEBMIEL RIBAITTILEFLS

Nt
14
\
S
Al
i
3
=

< FiTALER >

1) #A} 100ul {2 100pg/ml U I 75 I 2= & 7 — LIRHR 10p] & 20%REE T o F = 7 LIKIR
100ul #/MZ 5.

2) "TE - AT us =) (98.5: 1.5) 500ul Mz, BT v 7RI FH—T 30 B
BT 5.

3) 12000-g T5 &EELSEETS.

4) HEE ST 5.

5) EEAKBFCTERIATHETS.

6) BEIHE 100pl ICEMRL, £ 0 20pl FEHEEES o~ b T TICEATD.

<ottt > :
AR 7 : Shimadzu LC-104 & SPD-10A

Rty - A FIEMR SR (280 nm) :
775 2 Nova—Pak C18 (15cmx3.9mm, 4pum, Waters) 1
BEM: 7= 20mM Y UEE2KEN Y T L,

10mM FUFLT I (pH 6.9) =5:5 poe o2

Authentic solution (5 ug/ml) Authentic solution (10 pg/ml)
W : 1ml/min

BT KB 40°C

398 Desipramine
10.87 Vreripramins (1.5.)

A N W |

18~
10 -

Btank plasma Serum 1
<EERER> ﬁ n’\ n“
(ng/ml) 17 1 K1 S T
/r ‘: 7"‘7 i N 4' 4 10.2 Spiked plasma (5 ug/?nl) Serum 1 -
FTIIV 1.8 7.8
Blank urinl:e7 = Urine 1 i =
Spiked urine {10 pg/rﬁl) Urine 1 i =
X3 wUBE RIEAR, WINME,
WMRD 7 v< 77 A
(A ]

1) KGWHEBIZTTYTTII (38.984y) L~7usF VYL (4.324), MY 753 (10.87
43) ET IR TFIUL (10.5747) WEHBELRWO T, RERHIEETS & XI3oEtn
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EERMLETHD.

2) Tz ) FTVVREYDULRA T o013 9.434y, Tu XX T0310.424y, 2 uals
BT M4.96 FICE— I 0NH D ML ZBRRFL D 0L T = ) FT U R LT
Licd ZAIIE—sRH DD TRAEDOERN S 2RI ENENO(LEYORFFRM %
A, ELHDRWI L EER LTI ATERDN TOILERDHS.

3) PHHBEELEE L%, BEZHEMTIREBEREZA NI 2805. T b=
NNV OEF RN Y — 7 mREICEET DL NH 5.
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FEH) 2

1. BT

R2:
1) N~y RAR—RAF AR a~w T T T AF ) —/VERE S0
2) EREYPR 7 ) —=v THREX > b B
3) A ARBEREX v b Bk
4) BB/ u~ ST 7 B
5) TR M7= Ey b BE
6) NTa—h- DFFFA MG Btk
7) GCNPD: 7 == bmaFdAc—HT s — 270 fiahic. (X4)
8) GC-MS: 7 == b FF LD RAARRY MUVI—HTHE— et (X5)
9) HPLC : 7= = baFF U ii—ETH 80— Bmianz. (Xe6)

k2 k2
k - |

R ‘/%E"——;?’ﬂ 41E BB REBEI4E
4'56 91?1121314 1213
, , 2 1ﬁ 8 .k

L -] al B @
LY

24

X4 GC-NPD IZ k& BEHY DR B 6 HPLCIZX2FEEMWMORE (UV: 250 nm)

1 U2 aAERR, 2 FUZEARY, 3Tk Te—h, 4: A RZ—Fh, 5:FFR ko,

6:VFIRA, T FAT )y, 8: ZJx=busFFyr, 9:v5FF, 10: 7z h=—
b, 11 AFHFZ, 12:A4AFYFA4, 13: A7 riRA, 14: EPN
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TIC: 050124-3.D

ﬁﬁzzz 1369

150000
100000
50000 132
O T o T T T P e R T T P e P T T AP T T T T T e e P P P e e
Time—> 500 6.00 7.00 8.00 9.00 100011n01200130014001500160017001800190020002100220023002400

indance SR 300 SR FIEDOT: Fervolivon

o0 w | FR2D13.699DE— | = w JrxZ hOFF

8000 o 000 o

- TDIRANG bIb - w | DRAANRY M

6000 = %0 260

5000 5000

4000 79 20 4000

2000 o 2000 K

2000 7 = l 2000 g 8 t @

1000: 1000 136 4

nlJL ’?I‘ ALk M T w w7t e i '}5 ?\ah\h Jl Bl Ly .LT bl I mhrﬁ ol |
o 1020 % 40 50 60 70 50 90 100 110120 130 140 150 160 $70 160 150 700 210 720 230 740 20 260 270280 irva-> 10 20 30 40 50 60 70_By S0 100 110 120 130 14D 150 160 170 180 150 200 210 20 230 240 250 260 270 260

5 GC-MSIZX AHBEIMOBRE
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2. BEEE /o NS AR2Y T 2= baFF O ERST

< AL >

1) FR100pl iZ lmg/ml 7 /AR A— A& ) —)VIRIR 5ul 2Nz 5.

2) ~FPro500ul EMZ, RAVT v o AIXFP—T1 5B 5.

3) 12000-g T5 HMELOSEETS.

4) AEBZ BT 5.

5) ERKBHTEREN X CHETS

6) TBENFE 100ul IR L, €0 20u]l Z2EERK I 0~ 7T ZIZEAT S,

5.91 Fenitrothion

L

]
Authentic solution

r— 3.50 Cyanophos

<HHTEM>

N7 : Shimadzu LC-6A & SPD-6A

R « SBAAFRR SR (270 nm)

715 I : Nova—~Pak C18 (15cmx3. 9mm, 4um, Waters)
BEIFE: 7TEh=bVUL:/K=5:5

Wt 3 1ml/min

% T LR 40C

<EBAER> __
N 1 |
7==huFA 44,4 pg/ml Blank urine Urine 2
1 1
Spiked urineu?so wgmy  Urine 2
7 [R2 CAEMERE, IIROZ a< b5 A
[EA#]

1) AU VRBRET) VBRIOY Y a VRARE 7 Y ARG TARICARENS.
e, =TFART = b= FOXIITHEERIIANRIX VAT AREGERT D0
RENTL, TATT Uy 7 ALHMINRTV. ZhbOFHY) VREBEE ERICE
BT 570ilid, RMRELICHEHBIEZIT I LERHD. TOMOFR) o REEL M
P THRAICDETDDOTEDIIHHTHZ L 28D 5.

2) AR CRBIEIT A7~ 5T, BEREs o b7 T T7OWTRTH AW ARET
HOHN, BRI UBRBEBRTET—V 772D (M4) EELOWITITES 220,

3) V7 uNRATEREE CHINE, BRCBRERE TS LEIRENSRVOT, mEiEREs
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0w bSO TARIBTE = P AGIC L ARERRO FEABEESTTT 5.
4) 77—, FUVZaiARy, VA bz— ISV UTHEINIZWOT, BED
BEVWRE T 5.
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SEH 3

1. BHESHT

miE 2 :
1) ~y RAR=2RFTRI7u< v I 78 A& 7 —/VidRHE SRR,
2) ELAEMA I V—= v IBEF Y b Bk
3) AV ARBEREX Y b B
4) #EEI o< ST Tk Bk
5) 7R RTI )7z Ey b B
6) RFa—b- DFFFA FRIS : Btk
7) GC-NPD : 7 M7 X/ 7z Z—¥TH—7 0’k Ehz. (K8)
8) GC-MS: 7HFNT I T2 DIRAARY MUC—KT A7 %k (K9)
9) HPLC: 7B b7/ 7= il—ETHE—7 B Ehi. (K 10)

mi&2 I7&2

9.96

8.60

J

N g e (BF OO REKTS R
BERR BHERR
(100 ug/mi) o8 (10 pg/mi)
g
00 <C

X

1 i i 1 1 i [l [ + ¢

9 - FE—_ 9.94
Acetaminophen

1}
< e 8 28 3 = e 3 & =8
B8 GC-NPDIZ X AEBIMORE X 10 HPLC 2 X 2 E B Y O &
(UV:250 nm)
Abundance TIC: 050124-4.D
e 1623
6000001 Eﬂdﬁ 2
500000
400000
1 1247
47 4370
200000 1455
100000 748 1953
66 131 13.65
o& ek J;.. T T T TR T
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 18.00 20,00 21.00 22.00 23,00 24.00
Fomndance ‘B 756 {12474 ) 4.0 |Q(-) Pundzncs ==y -
- mE2D12.4792DE — TR FPE/)TxV
8000
] TDRAAND BV o] DRAANRY N
000 6000
5000 5008
4000 o 151
2000 . 51 %00 - w
2000 h 2000 -
53
b 7 S TS .l. El l| 2 s ; b dJ] ;
=3 &40‘55)55&57075 5mﬁ|m|l$"0ﬂ5|m|55i'm1!§140145‘53‘51&) . asazwsussms7n7sennssnssthnsuunstzowsunﬂsuoustsolmisn

9 GC-MSIZkAEEYDOMIER
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2. BEEE /e~ o7k aE 2R TR N T I ) T DOEERSHT

< RITAL3E >

1) M¥E 100pl (2fafuE b7 b U o A8 100ul & Img/ml 2-7 2 b7 2 F7 =/ —/b 10pl %
Mzx%.

2) T FIL600ul ML, AT v 2RI FH—T 1 SMBET 5.

3) 12000-g T 5 MmO HEET 5.

4) FHEEZ ST 5.

5) HIBKIEFCERV A CTHIET 5.

6) TEENFE 100p] ICEMR L, Z 0 20pl ZEEKE S o< b5 7IZEATS.

<irdett >

R . Shimadzu LC-10A & SPD-10A

Behgs - AR RMREES (250 nm)

B 7 b o Nova—Pak C18 (15cmx3. 9mm, 4pm, Waters)

BEFH: 7 b=V 20 M U UER2KEN Y
72 (pH 3.0) =5:95 ‘

P : 1ml/min L

71T MRE : 40°C i

Authentic solution

3.83 Acetaminophen

|> 8.52 2-Acetamidophenol (1.8.)

<EERERE>
TEMNFPI /)72 :92.2 pg/ul

I i
ua U

Blank plasma Serum 2

\ |

1 |
Ty ]

0
Spiked plasma (100 pg/ml) Serum 2

B 11 i 2 &ARMERE, WD 7 n< 77 A
(7]
1) 7B b7 7= TR av I 7ICTERMMIT 256, FEMBLLTHNTD

-141~



LERDD.

2) TR NT I T = RS E T C 245nm TSRO UV IRINE R b EEEE 7 o~ 75
TCRERS G THZENTES.

3) TR "7 27 x UKEEREWVOT, fafiElbH b D LABIREMZDZ EI2X V)
RHNZHHTE 5.
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(&#} 3-5)

T 2

FHRE

RiERFELH D RER A RERES



REBI

FEPITIEERIZLIPBLEEZOLNDE=H. BIEOREZAVTFSAI—UTIR
AOV)==Z 2 0% 5T o1=,

!

TRRAOY—==DJEER

FOAT—C DR, TCA NEEELTEROZRRAIOENEEN TS LS

B CE = HERREET o=

HERRRE

ZEBRBENSOEDR) )= T 3RO EMZEHMBL GC-MS ’é‘—ﬁb\f—?{?‘?')
—B’F & GC-NPD (2L 5B BFFRE DR E 1ToT=,

l

Ht 5%

4k 0.5 ml [ZHEK 0.5 ml, 20% BRER T M0 LIKE B (wW/v)0.2 ml N,
CIFINI—FI 4.0 ml £MZ 5.

B&%. EiD (3,000 @5, 5 58D,

EBEHNOHLLREREICHBT,

ERSAM T CRALRE,

TRiE%E 50 pl MAR/—IVIZERRL GC-MS. GC-NPD &#&e %,

L o o

l

GC-MS D5 Hrsei- (R E)

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.: 180°C (1 min) — 5°C/min — 300°C (3 min)
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GC-NPD D& Hrée i (FEFRIRE)

Hewlett-Packard 6890 Series Gas Chromatograph-NP Detector
Column: DB-5 (30 m x 0.25 mm i.d. x 0.25 mm film thickness)
Injector Temp.: 250°C

Detector Temp.: 250°C

NP Bead: 30 pA

Oven Temp.: 180°C (1 min) — 5°C/min — 300°C (3 min)

FE GC-NPD B &

Oven Temp.: 150°C (1 min) — 5°C/min — 280°C (1 min)

l

R

GC-MS @ SCAN E—FTHHE{Tof=ESA200 kMO E—o RS-, =
NoDE—IESATIV—RELIECH ATV TUTIEVDIRISTAY
Fe—BILEM, FLTSEUDE—OBRBEMN o112 GC-NPD [Z&k>TEESIT
E{T01ElA20ML v—THRE—IVDERESN =, ChoOE—YIFEIZ. /ST5=

CTUTSEVOEERLLREREN B, KbhBERITAETSEV.F
L FSEUNCEDDH LS L, (YATR-4)

:, \z

!
E B

REBEEMEELTHIATEEY 30 pl (100 pg/m)ZEFMLT LB E1T o1
GC-NPD THWETL. (ST EAEIEEME. TSSO LREPEEYEL
DERLZEAROERBREREMTIODREERDT=,

(£avhs, 6)

A AEX 0.5 - 15.0 pgml(AEFSE2). 0.5 - 10.0 pgml(FLFF52) D
TRIFGEKENREON, EEFHHEICTY)IL—4—2HLVTRERZ
ERLT= MEBROBELE. BRED Quality Control (QO)I=&>THERLT-=.
BREBRDTERBEE QC [Ck>THRBLIERICISTSISVETF U IIEVDR
EERHT=,
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EEHR

M (ug/ml) R (ug/ml)

5.16 10.9
1.89 7.54
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