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ZHET A VL H S L Q0L REFH) HNEL20~30mm ORI =F L UB-DOT T LEIZ,
20mML ZRFFTHZENTELEEOI T L~ b7 T 7 4 —HICHE L2 EERRIR S AL
Prd4 Yo tE2RTALTELO UL I N E REOSBEEEZ AT HLOEH WD,

FHEFILESFIZASLA, 710mg) HNEI~10mm ORY =F L o fo b T L&, ik
THAIF171I0mg Z R TCA LD XTI EREOSBEREEFE T 2002 HW5,

TrSEROISY T hI7e Ko7y (K
FTILEREEF U DL K 85%LL EORIEKE W5,

F)ITFILTEY MV=FAT I (R
F)FRUDLRAOF7/ 727z —F MV FRNITAREZ VT )T
7 xnx— |k (k)

2,2, 2—kYyzx0x8/—)Lb 2,2,2—h UV T7FuaxH ) — (K
FUAFILTI/7AELSYIIES Y AHILE ZH S5 L (B00mg) HNES~9Imm DR
TFLUROH T LEIC, NI AFAT I ) Tae v by 1471 500 mg % F5C
AL DXIT I N EREO SR EE AT 2D EHWD,

FUAFILTZ I/ ZAELSYIIES Y ASFILET ZHSL(1,000mg) N6 ~9mm DR




VoF Lo BN T LEC, NIVAFLTI ) Tae iy Uik Y /471 1,000 mg %
FETALELD XTI N EREOSEERMEZHETH D2 HN5,

FUAFILTS/ TAELDYIED ) ATILRURDEDR IR VES Y ILIES ) A

JILBEES=ZHASLQ200mg) WES~9ImMm ORI =F L o®Ob T LEIZ, N AFLT
27 EAT I NMMETY BENVKEORE L AR RS Y LS T AL DIRE W
200mg # R CA LT b DOXILZ N EREDOGHREE AT A2 DEH N5,

FTRUDLRIEFAS— b HiE 98%LL LD A WS,

o—=hrARVZXFZILTER 0o—=Fra_XUXT ATk R ($k)

ZLEE I (B

T2/ —NLVIRLAVER 7=/ —nNT7XL A1 gkhTHX /) —/ 100 mL IZENT,

0—7RINTILTER HE 9% EORIEL H WS,

Z2uiltAU DL T o m Y T (KR

TOENLRILKRZILS Y AL Y ASFIIL ST =HS L (1,000mg)  HNE12~13mm DR Y =
FLBDOH T LEIZ, TrENVANVKF= LY ALY 1510 1,000mg R CA LT
HLOXTIZNEFEOHBEREE AT 200V 5,

TILALARBI Y HiFE 98%LL EORIEZEZ W5,

O—DJI)IALZIAF)LyOOFRILIY—Fr 9—TNF L= AT raaR/~<w—h
(k)

n—A~"FXH%> n—~FH2300mL 2790 G5O EEREMfERE AN TEmLIZEMRL, =
D5 uL ZBEBAHERARHSET R 70~ N7 T 7IEALTREETH L&, HAY
Bv T AEDn—~FHFUNOE—7 DOFESIE, 2X10 gD y—BHCH/RT
E—7 O| S LU R TRITIER B0,

ANTRINAOBEE ~7 X7 NA v —n R

ANTRURIKRVEEFT RS L 1 —~TEZZVKREF N v A (k)

NIVAFYZEREEH )DL ~vAxY LY 7 a (1)

RUEBVRAWKRZILTAELD YIS Y ASILE ZH S5 L (500mg) HEES~ 9mm DR
VxF LB ON T LEIZ, XRUBUALVE= VT v e Y b Y 4L 500 mg &
FETALEZLD XTI N E RSEOSEERZHET 502 N5,

3—RUHBI) Y 3= Bk

n—R2BZ 2 HiE99% LI EORIEE HW\ D,

K EEKERND, YHEEEORD ThOIWED ST O EME %2505 A121, n
— XY UEORETHESF LD E NS,

Ko OOEEE W 99% 0L FoREEE AV 5,

KT I)LA OBEEE i 99% LI LRI A W 5.,

BOKIREE T R )DL HAKEEET NU UL (B, UkBREEDORS THOME D3O
iEWE 2 E A, n—~F U EORETIRF L-b0E WD,

AR/ =)L AH/—)300mL 27TV SR RMESE A OTEMEL, A%/ — L EBR
ET 5, ZOEREWE n—~FV 2 5mLITENL, £D5 uL 2 EHER R T &
WA a< N7 7IFEALTRHRBRTLLE, FRAZ7u~v N T A ED n—~FH L
HNOE—=27DEESIE, 2X10 YD y—BHCHARTE—Z DESLLFThRiThER b7
AN

AFIAIVTFILT LY AFNA Y TF T b (Bk)

1—AFILAZZY—)L HE 9% LI EDOFRIEE 5,

AFILALUDERE ATFLF LT 01g A/K 100 mL ST,

N—AFIIL—N—Z=+OY—p— FLIVRJIEUT I K HE 98%LL EDORIE W5,

N=AFILER MY Z)LAATE T IR HE B EORIEEZH NS,

2—ANAT IR/ =)L HE 9%LL EORIEE NS,

B—ANATRTOEFUEE HE 8% EORIEEZ WS,

E/IR/—=ILTIY E/)X)—NLT I (k)



ELXa2S5—V—TR RKROTNABIERBTZABT N OLAIIT VL) EHEEE A
[l NURVN

A AH DL - TUOTUM I IV T L - TUT UMK

A—RRUAFILISY HE 5% EORIEL H WS,

mARrIEEF ML UARTEET Y A Bk

SOVIIWHREF )DL T UNAERET U UL (FRR)

JUBBKFE—HAUDL U UFRKE—TY L Bk

) UBRKFRZ NI DL VUBAKFE DI UL (FrER)

JUBT RS —n—TFILTFTUoEFEZDOL VBT T —n—7FNT =05 Ktk



LC/MS/MS

10.0

20 mL

mL

20 mL

20 mL

LC/MS

LC/MS
20 mL 15
50 mL
20 mL
100 mL
10 0.01 mol/L
1,000 mg
40
- 20 0.5 80 mL
20.0
15
50 mL
20 mL
100 mL
10 0.01 mol/L
40
- 20 05 80

500 mg

20 mL

20 mL

mL

mL

15

10 mL

5.00




10 mL

- 20 05 80
10 mL mL
18 mL 40
mL
pL LC/IMS  LC/
MS/MS
KL LC/MS LC/MS/MS
LC/MS LC/MS/MS
3.5m 2.1 mm 150 mm
40
B
0.20 mL/
A mmol/L
B mmol/L
A % B %
85 15
60 40
3.5 60 40
50 50
45 55
17.5 95
30 95
30 85 15
ESI

m/z



ng

10
LC/MS
LC/MS/MS
10
20 0.5 80
mL

___LC/MS LC/MS/MS

11

12



LC/MS

LC/MS m/z LC/MS/MS m/z 0
LC/MS | LC/MS/MS

2,4-D 2,4-D 0.73 -161 -163 -219 | -161 -125 0.025 0.150
MCPA MCPA 0.73 -141 -199 -199 | -141 -199 0.007 0.118
MCPB MCPB 0.97 =227 | -141 -227 | -141 -227 0.278 0.012
0.73 -370 | -126 -370 | -127 -215 0.001 0.003

1.04 -360 | -316 -360 | -316 -195 0.031 0.023

0.52 -423 -424 | 425 182 139 0.116 0.005

0.72 508 509 508 167 508 0.011 0.004

0.54 312 267 312 267 | 199 128 86 0.001 0.001

0.54 -411 | -413 415 156 78 -411 | -229 -154 | -153 0.017 0.079

0.66 411 412 411 196 168 0.001 0.003

0.83 399 400 399 261 218 0.002 0.002

0.90 -310 -238 | 312 266 238 0.007 0.016

0.60 279 261 279 261 166 0.004 0.024

0.64 -199 | -127 -199 | -127 -71 0.088 0.023

0.81 430 398 430 398 | 370 153 0.008 0.006

0.80 -413 -415 | 415 186 83 0.018 0.003

0.55 358 360 358 141 167 0.008 0.005

4- 4- 0.55 -185 | -127 -185 | -127 -185 0.117 0.011
0.92 -272 | -160 -272 | -160 -228 0.005 0.002

0.84 406 161 406 161 378 0.017 0.003

0.99 422 444 422 261 | 139 218 69 -420 | -265 -78 0.008 0.002

121 255 257 257 255 | 140 89 158 75 -253 | -182 -40 0.255 0.087

0.86 -233 | -161 -233 | -161 -125 0.057 0.012

0.48 414 436 414 183 157 83 -412 | -154 -66 0.011 0.002

0.48 -345 | -143 -345 | -143 -239 | -221 0.066 0.055

0.85 -367 -385 | 387 307 146 0.017 0.146

0.59 -469 -470 | 471 211 261 0.001 0.007

0.84 -219 | -100 221 102 128 -219 | -100 0.002 0.002

0.50 388 167 388 167 126 56 0.013 0.001

0.62 402 404 402 167 141 0.008 0.009

0.81 -254 | -196 -254 | -196 -218 0.132 0.006

0.92 493 264 493 264 96 0.005 0.001

0.72 -436 -437 | 438 182 257 0.007 0.003

0.56 396 418 396 181 155 364 -394 | -153 -55 0.058 0.003

0.66 -290 | -246 292 144 149 -290 | -246 -142 0.020 0.016

1- 1- 0.63 -185 | -141 -185 | -141 -185 0.486 0.073
1.08 362 316 362 316 288 91 0.010 0.002

0.69 -433 | -435 435 182 83 -433 | -252 -154 | -78 0.020 0.005

0.66 415 437 415 182 181 139 83 -413 | -154 -232 0.029 0.002

1.18 302 304 302 97 96 55 -300 | -264 -249 0.037 0.005

0.54 408 430 408 182 181 227 | 139 -406 | -154 -251 0.011 0.001

0.93 -467 491 264 250 -467 | -226 | -225 | -175 | -126 0.009 0.008

0.91 328 350 328 263 282 | 255 254 | -326 | -254 -206 0.027 0.023

0.44 326 129 326 129 326 109 0.008 0.005

0.48 -253 | -195 -253 | -195 -233 0421 0.116

0.84 -418 420 167 141 -418 | -139 -138 | -107 0.009 0.006

Na Na 0.55 399 416 421 399 | 180 115 | 264 134 | -397 | -156 -113 0.047 0.007




0.57 =276 | -79 -276 | -81 | -788 | -276 0.002 0.011
0.55 360 129 360 129 360 82 0.012 0.003

0.73 -482 484 195 164 0.010 -
0.91 411 433 433 411 | 179 148 | 278 181 | -409 | -154 -254 0.009 0.004
1.04 -437 | -195 -437 | -195 -316 | -222 0.008 0.005
0.51 453 475 453 182 254 83 -451 | -296 -267 0.068 0.005
1.00 248 129 248 129 93 0.004 0.001
MCPP 0.85 -213 | -141 -213 | -141 -71 0.028 0.005
(MCPP-P) 0.85 -213 | -141 -213 | -141 -71 0.036
0.59 504 526 504 182 306 83 -502 | -267 -347 0.066 0.003
0.73 418 420 420 418 | 176 174 189 140 -416 | -179 -66 0.017 0.004
0.43 382 404 382 168 167 198 57 -380 | -139 -107 0.015 0.047

15-18
LC/MS LC/MS/MS S/N 10
ML LC/MS(/MS) 0.05ng 0.01ppm




B 4

TV 77 2 FRBRE (BED)

1. HrkgAbaw
VTV T7 7 IR

2. HEE
AN E R R g X SRk 2 v~ 7 F 7 (HPLC-UV)
Wik o~ s 727 « B&5HEF (LC/IMS)

3. wdE, Rk
KIZRTHOLSMNE, #AIO 2RI b 0E VD,
VTV Ty I FERER R T Y 77 I ROWLL EEE A, @lalE152~153CTH %,

4. RERSR O
1) HhH

BHER OCTHOSA L., EH0.0g12/Kk20 mLZNZ ., 2 REEEE T 5, FIEEKL OFED
Braid, #UE5.00 g 127K20 mLE Nz, 2 KFfMET 5, RIEXOEZOEAIL, #3£20.0
g BVERD, TOMDON—T DAL, RES.00g 2 EVED,

ZHIETE =Y L1000 MLEINZ ., RESFA R L%, WEAET A, A EORE
Bz, 7B h=FU A0 mLEZIZ THRESFA XL, FEREFEEICABT S, BN
AR ZEEDE T, 40°CLLUF THIB0 mLE TIRMET 5, Z4UZ10%H kT F Y & A¥#E100 mL
EINZ, n—~~FH 2100 mLE S0 mLC 2R E 9 i3 2%, Rz 8K FY o
LEMATHAKL, BAEET Y 7 LZ2ARLT-1%, AHKE40°CLLT THME L. a2
ET D, ZOREWM n —~FY 2 5mLE iz TENT,

2) rEHd
O ARTAB~T AL DT I u~ NT T 74—

s~ 7T 7% (WIS mm) 12, AT rna~ T T7 4 —RERrAth~ 7%
L5 g&hn—~FTH BB IE TR TCAL, BAMES NI ULKE gZ2fEET 5, 20
BT A1) THONERKREFEALEE%, 72 b EOn —~FH% > (1 :19) K50
mLEZFEA L, HKIIHE TS, RNT, T RO n —~FH% > (3 :17) JBIK50 mL%
HEAL, BBHEZAOCLU T CRML, WEE2RET D, ZOREWITE N 5mLzilx
TN,

@ V977 A NI—Rohohravw NS5 7 4—

75774 M I—RI=Ha7 25 (500 mg) 27 10 mLEFEAL, HKIZE TS,
ZDOHAT AT THLNTEEREZFEALEEZ, T M 5mLEEAT S, REMHIEKAZ40C
IR Tl L., WIEA2BRET S, ZOBEMC—T Ak Rn —~FH > (3 :17) Bk 5
mLZ Iz T,

@ VIUVATFNAIT LI~ NTTT f—

YUNTNI=HT L (690 mg) (Z=—TFT A KW n —~FH2 (3 :17) JRIK10 mLz7E
AL, MHKIZETS, ZOBTHIC1) THLNERREZEFEALZEZ, b2, =—T7 /L
KW n —~FHr (3 :17) IBHEI0 mLEZEFEAL, mMHKRIZET5, RWT, =—7 LD
n—~FY 2 (3 7) BiK20 mLZFEAL, WHIEAZ40CLL T CIRM L, WA RET 5,
ZOEREWET 2 b= MY VIR L, FIEE, AROZOMON—T OEEIXIEMHIC 1
mL, BFEXOEHOGAITEMIC 2mL, RELXPERXOGAIXEMICAmMLE L2 D%
BRI & T 5,



5. BREHROIERK
TV T 7 2 FEERESL0.05~ 1mg/LT & b= b U LRIEZEGER L, =220 L
ZHPLCICIEA L, B—7 @I v — 7 EfEE CHRERZERT 5,

6. T&
ABRIR20 u LA HPLCIZIEA L, SDMREMRMTY T Y 77 I ROGEEZRD D,

7. R
LC/MSIZ & Y 7B %,

8. WESME

1) HPLC

FHES - UV (325280 nm)

HThF BTN L) B CRiFE 5 pm) . NEL4.6 mm, & &250 mm
717 MR - 40°C

BEWFE . 7 F=FU A KO (3 2) B

TrRFiFfHI 0 A%« 1257

2) LC/IMS

NThF T BTN YL Y 7 CRifE S pm), W2 ~21mm, £ X150 mm

BT KiEE - 40°C

FEFE : 0.002 mOl/LFFEE T > E=0 DRI O A X /) — ViR (7 : 3) 6 (1 : 9)
ECOREARZ 8 M TITW, (1 :9) T6mMRFFT 5,

A A AbE— K : ESI

Fip A A (mlz) : EAF v E— K325, A1 4 F— F216

HEAE: 1ul

PRFFIRFE O B %2« 1457

9. EERSN
0.01 mg/kg

10. HEFH

1) BRiEOBEE

VT 77 I REREBINGTE =N ATHI L, n—~FY ICERET 5, Gk A
e~ VAL DL T A, TT777A4 MI—HR I TERR VBN I =T HTED
5L, HPLC-UVTCHIE L. LCIMSTHERR T 2 iiETH 5,

2) HEEM

O EHERE K OCREHAR T O T V' 7 7 2 Rid, Bl TR IO 5720, B CHRAF
T 5,

@ HPLCHIERFIZIB W THEHHROKHMER SO — T3, 7V 77 I ROWHALEIZR
DONTEEE, HPLCO I T L2 EETAHZ LIk, 7Y 77 2 Failki ko
K DOE—7 DT 22 LN TED, BEHNTWE A XTI Uik U 7
S N T arF Ui U AN (Cy) HANNEIT 2= U U B A
L (Ph) 7 EDFTTARNIERNT-AT DMIEETDHZ ENFRTH D,

@ 77774 b h—RrI=hTrrua~  NTT7 0—1%, KDDL OETIZ, A
st TED,

@ BN R+ 7GEe, 73770 Vb U A5Vl =4F A (360 mg) (2X5D
BRI TTRETH D,



WElR e DN n —~%H > (0.1 : 100) JRIK10 mL T TR 217 5. sUBHATE &2 Wilg K O

n —~FY R (0.1:100) 10 mLCHEM L, MHREE %, =—7 b, FER&EO
n—~%H%> (10:0.1:90) B30 ML THIH5,

® 7YV 77 RFIZLCIMSTORIEIZBWTIEA F>miz : 325[M+H] " £ 7213 A A 4
m/z : 216[M-SO,N(CHa3),]” THIEENFRETH DM, BB DT NEE S B <, SR ICER
TW5,

® HPLCHHTIZEWT, BB kRO E sy O 8% CE &N N #2355 X LC/MS % v
THEEIT I,

11. Z2ECHk
Wk 1 SEBEREREI 1S (7Y 77 3 Rtk

1 2. M
A



GINAYS

FXTT NIV A 7Y URBRE (BED)

1. S ew
xR T RTHA TV

2. HEE
SO R & mERik 7 v~ ~ 5 7 (HPLC-FL)
Wik o~ 777 < E&S5HE (LCIMS)

3. P, Bk

RITRTHOLUIME, HBAD 217 T HDE N5,

AR ) —)v @EEK7 v~ 777 AICiESRZ SO,

AIFZY =) A IF—) (k)

AKX — ViR A IXY—) 6808g. =FLUT I UNERE S Y T A
0.37 g K UWERE~ 7 x> U A 10.72 g 2 /KIZE LT 800mL &35, ZAUCHEREZ N %
TPpH72 IZFHEE L, AKZEMAT 1,000mL &5 %,

TF LU T I VNERRBE A 7 U BRRER B 1K 0 7 = 21.0g ZKIZEMNL T
1,000mL & F %, 2KV B _F FY UL T16g ZKICENLT1000mL &5,
TFLUUT I MUER Y A 186 g 25 1k 307 mL &5 29 193 mL % RN
L72b D&M THENT,

WA X T T4 7 ) RS RS 1.000 mg (A ¥ T T A7 U 0.850
mg JIffiL &5 e,

4. WRERVER O

1) fhit
O BH, THEEOHIHEOLA

B 100g ZEVERD . AK20mL 20z, 2EMKEET S, = F Lo YT 2 U UEE
Feah 7 — FRRREMEI 50 mL Z %, 34 RIAEY A X Lzt 584 3,000 [E#5T 10 47
EODHEEEZITV, KEEERD, BEMIC=TF Lo U7 I VIEREA 7 © BREEETE 20 mL
Nz, 10MFET A X L%, it & FRICELTBEZITV, KEZEY ., Eok)E
IZHDE, WEIAB L, AIRICZF LU T I UIERE A 7 © U IREETR 2 N 2, B
100mL &3 %,
@ REMPHEZEOLA

EF200g 2 EVERY , =F L U7 I VIUERE R 7 = U RREIR 50 mL %, 347
MARE T A X LTk, 57 3,000 [FlH5C 10 sy Do BEZ2 1TV, KEEE8R 5, EEmIc=
FLoOT 2 UNERER 7 © UBRREEIR 20mL 2Nz, 1 oMAEYF A ALk, ki
ERBRITE D OBEZ ATV, KBEZRRY | eoKBIZEDE, WIlABL, AKIC=F Lo
7 X USSR 7 = FEREER 2 N %, IEfELIC 100 mL &35,



2) ki

AF VLUV R UHEAIRI =T A (500 mg) (2, A&/ —/L 10 mL, 7K 10 mL,
M= F LT I MERE S N U AR S mL ZEREA L, BRI L, F
oL VKR AT ALY LT Y VI =HF A (250mg) (2, A% /—/110mL, 2%
FELVAWK 10mL, K 20mL, A% /—/5mL ZEKIEAL, FmiRIEE T, AFLery
B RO B UVEREAERI =T AICL) THOLNEKR 20 ML Z A L7, i iR
Tk, &b, K30mL ZEAL, MHKRITHE TS, TDOH%R, AFL =18 udt
BERI =D T LD FICANEX LV AF NI VDTNV I=h T DL, A% )
—5mL ZIEAL, HEKITE TS, AF LU AR P U EEASRI =N T 2425
BEL, INVARXT ATV YA VDTN I =T BZKBEOAZ 7 —v (1 : 1) i’
womL ZiEAL, WK Z R N O LIS ZRET 2, ZOREWIZ 1.36% )
Be— 7 ) 7 AR EMZ THEMNL, 1.0mL & Lt 0z2RBRiak E 95,

5. MEMOIERK

FH¥TT 8T A2 U 100mg (i) (TS T HIERERE A X ) — VI L T10 mL
ELTELOREMRFRET D, INEL36% Y EE—F Y 7 ATHRL T, 0.02~1 mg/LIxkK
EHOSARL, T N10u LEHPLCIZIEA L, B — 77 @IEI Y — 7 mfEE CRER % F
T 5,

6. T

ARBRIEHE 10 u L 2 HPLC IZIEA L S OMEMR TAF T hIH A 7 Vo DEREEZRD D,

7. SRR
LC/MS (2 & 0 BT %o

8. WESM:
1) HPLC
i#s - FL (Bbd ¢ & 380 nm, d0tE 520 nm)
BT F T ETFTINT UL Y BV (RiFES um) HNEE 4.6 mm, £ & 150~250 mm
717 LRE  30C
BEIFE : A I XY — UREE L A Z 2 —v (17 : 3) 1Rk
RFIRFR O B %Z © 557

2) LCIMS
HIGL T T BTN Y AR AT CRiE3~5 um) L 2.0~4.6 mm, £ 150
~250 mm
717 MR 40°C
B . 72 h=FU b, 01%FMEE&LAOK (4 :15: 1) BIK



9.

1
1

A

—

@ ® 0w

1

A F o AbE— KR : ESI (+)
A A2 (mlz) - 461, 443
PREFRFRI D B % 0 2597

TE RS
0.01 mg/kg

0. HWEFHE

) ABRIE O

FXTF NI ATV U ERBNSF LT I UIUFR S A 7 = BRI THH L.
FLUVE AR B UHEEERI =T AR LRT T AF LY b ) 702
BT 2L VR T, HPLC-FL TllJiE. LC/IMS THERT 5 HIETH D,

) EEMA

LB, 4°CTIT O,

BT DEHIROENEEEIX KZ 7 M EOPERREN TIT 9,

XA — 7 PHIHIE ORPEDS B OWERBHZOWTIE, BEIA FE 5 glF EEIN L CHH
E&#ATH Z & T, MINRKRZA ESEDZ DRI BEEND D,

ENLONDRE, DT LEEE 40CIZT 572 E, RUBIHTLD T AREEZEZ
52 L THBEEIENTE 5,

8D 2) IRLEMESMHTIE, KEERICBWTC N2V AFrru~w T T ALET

E— 7 PHERTERWHEENH LD T, MBRIEEREZ S bIHM L THIET 25 DL T
HInd %,

1. BECHR

1) JEAG BB 0124001 5 [ mICFE T 2 B3, SEHNIN XX B4 1 35,0 D Rl oy
ThorWEORBRIEZO>WT) (X T IV A7V Z7uavT b IHA 270 KOT b
ZH A0 ) R ERE) CERIT4E1 A 24 H)

2) Yoshida K., Uemori H., Chromatography, 26, 67-69 (2005)

1

2.y
C



Ve RBRRMLU T R VU ROR NVT A UoRBRE (BEW)

IR IPSE S | AEx?
Ve RrARMLT AT
ARVT b A v

2. KE
ks vn~ 777 - HEOHE (LCIMS)

3. BEE, Wik

HITRTHOLSME, BRI 217 T D2 VW5,

7 T UoWRiRENR (pH 3) 7= ik (—/KF¥) 166g& Ui _F MU oA (+KF
¥) 148g &Y, KZEMAZT1000mL &7 5,

U UEEkEENR (pHT7) Ure—Ah Y UL 2713gx &Y, KEMZT 1000 mL &L, 1
mol/L /KEE (LT U U AR A2 T pH 7 12T 5,

il e FeX h L7 b~ A RS AKdRl.000 mgldyt FrX MU b~ A
0.720 mg/ifliLh k& & e,

fiifg A b L7 h~A VYR, ARER1.000 mgid A ML b~ A 2 20.718 mg /it k&
=,

4. FRERVEHE O P

1) il

AER00g ZEVED . 1% AX Y UEEATKRI0 mLE 'Y 7 mr A X 250 mLailz, &
BT A A LTI, #5300 T LR T O, KEEZERD, Y r X2 @Ry
FERAMINT 1 % A Z ) URBYAIRS0 mLEZ A THREY T A XL, Lt & RRIOELSEEZTT O,
ISRV IBET%, ERREFRRICE LDDBEZIT 5, ook atoKEizadheE, Zn
ZAMULIE, 1% A2 VR Z N2 CTIEMIZ200mLE 35,

2) ki
O A7 2TV I VBTN T AT~ NT T T 4—

F BTN I NME Y BTNV I =T A (360mg) (AKX =KL % AZ Y R
WA S mLA EXREA L, ZMHKRITHE TS, 2087 212 1) THL L ER D20
mMLEZEALZZE, 1% AX U UBRIAIK S mLETEAT D, R HIRIC 1 mol/LkER{LF kU
U LRIE AN Z CpH 7 I\CHHTET 5,

@ INAFL AR N—FY=rbt ol FUREARI T LI a~v N T 7 4

ANVRFL D= AR P —N—bE=bt'nl FUEEAKI =TT 2 (150mg) (2 n
—~FH . AX = RO VEERRER (pH 7) & 5mLANERIEA L, i HiRIEE T
e ZONTHNIOTELNTRKEEAN LR, SOV UEREER (pH7) MOVA X
J =10 mLEEXRIEA L, SHRIEE 5, RWTY = U EEFEER (pH 3) 10 mL%



HEAT S, ZOEHEIKIC0Imol/IL~T Z v Z)LR BT b U v AR 2mLE Nz 5,
@ FI BTNV INCT Y AT T BT~ T T T 4 —

T HETIN M) BV =T A (360 mg) ([ZAX ) —A5mLEEAL, it
HRIZE T 5, RWTOL mollb~7 % v AR e ) 7 AN OK (1 0 5) Bk 6
mLAZEAL, MHRIIHE TS, 2007 M@ THONTZERZEAN L%, /K10 mL% &
AL, MHEIZETSH, RO TAH =110 mLEEA L, WHIEAZ40CLUL FCTlfE L. &
BARET S, ZOEEME T b= VL KU0.005 mol/L~7 % 7 /4 v BEERER (1 :
9) RIKICIEMR L, EfEICImLE Lizb D2 BRIRkE T 5,

5. MEMOIERK

e Fr ARV TF hvA200100 mg () ICFHHS T 50#EE Fe A L7 R~ A v
UEEHES L ONA R LT v A 2100 mg (Vi) (TS T HMEEA LT b v A U U RETE
i E T NEIKICERfE L CL100 mLE L-b o2 EREREE 5, 2hba7' =KL
K TR0.005 mol/L~7"% 7 )V A aFsigiAK (1 @ 9) BT L. 0.02~0.4 mo/LiE A TATK
EEAGRAEIL, ZFNEN5 u LEZELCIMSIZIEA L, B — 7 @IEXIT Y — 7 mfEE CRER %
TERCT %,

6. &
ARERAIE 5 n LZLC/IMSIZIEAL, 5 OMEMTYE RKRA MLV T b~ U KDVA ML
TR A v DEEERD, MEOME SN E 35,

7. AR
LC/MSIZ LV a8 4 %,

8. MESRMt
LC/IMS
HTh AT ET NN Y A GRS pm) . N 2mm, £ X100 mm,
717 LIEEE - 40°C
BEME : 71 b= 1 UL K00.005 mol/lL~7 % 7 )L A o Eggiak (1 : 9) IRk
A A AbE— K : ESI (+)
T AA4y (mlz) Pe FarARLF h~A 3 584, 263
ARV h~A v 582, 263
FEEMORZ : Ve kA LT h~A v 185
ARV hwAT v 1T4H

9. EERS
%-0.01 mg/kg

10. BEEHE
1) RABRyEOHEE



VERBARVT ALV ROPA RN T M A BR BN A XY VRTINS % &
FIRflCY 7 aa A X TS5, A7 2T Ay Vb YV B FNI =T A, HVRF
VU= ARUEB - N-—t=avrn ) FRURBEGEI =T LAROE 7 Z Ty YLk
VUATNI=AT AL DB L72%, LCIMSTHIE R ORI 2 HIETH 5,

2) HEEA

O IR V= AR PBPr—N—t=t'ul) NKVEESERITLIa~ NS T 7 4
— CIERERATRIEARNC, n—~FV 2, A X ) — KOV CEREER (pH7) 4 5mL
LN LD FIEWREHFLEOOEEHT 0, n—~FH &0 F 7% +o%
BIZITV, n—~FY U EBRELERICAY ) —LERFSED,

@ LCIMSIZEBWTT7 77 AL b A THHmz=263THIET D546, BRI X > TI#E
A A (mlz=582, 584) IZHAREKEIZRDZ ERDD, TOHREEFTTTITAT—
3 VERESE L NRTA—FEETTLH, AT HEOMNISEIT I,

1 1. ZF3CHk

JEA G784 W FN 550124001 75 TR SLIZFRRE 2 3, SBHASINA SO X8 W 1 = 3E 50 O Rl oy
ThHIWEORBRIEIZHOWNWT] (e RBARLT h~wAf vy ARV hvwAf Ty AR
IF )AL RO~ A iR RE) CERRLTAE 1 H24R)

12. M
C



A haFy—nLVRAERE (BEWY)

1. g Abaw
A bapy— (VAEKRT T o AE)

2. L&

TIVH )AL F oAbt E A7 a~ 8757 (GC-FTD) XIIE&KEE#HE -
v tE A7 a~ 757 (GC-NPD)

HAZa~ 7T 7 - FEE&SONE (GCIMS)

3. AFE, K

I RT S OLSME, RAID 2127 THDEHND,

A h a3V — o (O AR) BERES ARSI A b3 — b (R EK) 98% UL &G A
BhilE 110~113CTh 5,

A Raty— (M7 A K) FERER RiEA b)Y — (8 F 2 AK) 98%LL
btEER, BIZ110~113CTH D,

4. RERAIE O TR
1)
O BHEOLE

AEH0.0g ZEVERY . K20 mLEMZ, 2HMKET S,

ZIUZTE 100 mL ANz, REVFHA AL, WElART 5, Ak bEorky
Wz, T RB0 mL ZIIZTHRETS T A AL, Lt REEICABRT S, BHHT-AK
GO T4 CLLF T30 mLE CIRgfET 5, ZHU210%HE b7 b U ¥ A¥E#K100 mL%
Mz, BT F LR n—~FH2 (1 : 1) JBiKI00 mLE S0 mLT 2 [EHE & 9 i
T 5 R EmEAKRAEEE T R U 7 A& N THIK L, KEEE T Y o L% AR LT,
A0°CLL T Cilgifii L. WA BRET 5,

ZDOEREMIC n—~FH 50 mLEIMZ, n—~FV a7 h= KU 50 mL$
DT 3MEHREE S il 5, iR AE Ao, 40°CLL N CRME L. WA RET 5, 20
PR T 2 b5 mLEIZ TENT,

©® REOHA

BE (BDPADREEERLS) ORI, ER00g 2E&VERS, ADADREDOLE
%, RWEH00g ZE VD,

ZHIZT ' F100 mLEIA, REDTA X L%, WEIAERT 5, A& EOER-EY
2. 7 R0 mLEMZ THREDFTA XL, it AICABRT S, Bon-sik%
HoE T 40°CLLFTHRIB0 mLE TEMT D, ZAUT10%HE/T MY 7 AFK100 mL%
Mz, HifgoF Lk Nn—~FH > (1 : 1) JRIELI00 mLL B0 mLT 2[R E 5 i
T 5, R KRR T R U O A& 42 TR U BKIRER T N U o A% AR L7214,
A0CLL R TG L. WA RET 5, ZOEEMICT ¥ o 5mLz iz TR,



2) kit
O V9774 —ARoHIFLrua~v NTFT 4—

7577574 M A—ARrI=HF 25 (500 mg) 27 & b10 mLEEA L, FHHRITE
Th, ZOHT AL, 1) THLNEEREFEALZ%, 678 15 mLaiEA
T 5, BRMIEEZWICLL T CIRM L, WEEERET D, ZOREMICER=FT VLR n
—~FHr (1 :9) RIESMLEMNZ TENT,

@ 77 IUMEY VDTN T I a~ N T T T 4 —

T 7aE Ny U b ) BV =T A (360 mg) IZHERR =TV K N n —F
Ho (1 9) IRKIOMLEZEAL, HRIZIETS, 2007 A2 OTELNIZERK
ZEANL, MHKIIETS, S5, BT AV E O n—~FH > (1 :9) K10 mL
ZIEAL, MHRITETH, RONT, BT VKR n—~F %2 (1 : 1) RIS mL
EIEANL, WK Z4CLL T CIfE L, W2 RET 5, Z0EEME 7 & b R
L. EfEIZ 2mL (BHEOEAIX 1 mL, APADOREOEAIFIOML) & Lzt 0zl
WiRET 5,

5. MEMDIEM

A RaFy— v (VAR) EHEL K OA FaF Y — (b7 v A K) FEHER D £:0.05
~1.0 mg/LT & F U DIRGIEERK A B L, ZnFh 2 uLAGCIZHEAL, B —
7 EEXIT Y — 7 A CRER A RS 5,

6. T&

R 2 u LZGCIZIEAL., BDOBEMTA hat Yy —b (VAK) KOYA ~a)
V= (F T VAR OFEZRD, A baF >y —b (VRR) KOA bary—n (b
TFUAR) Ot LTA ha Yy —LOEaEEZRD D,

7. MR
GCIMSIZ L 0 #iR+ 5,

8. MIESM:

1) GC

s« FTDXIZNPD

HTAh AF LUy N 053mm, £ 30m, HE 1 um

717 MRJEE 2 150°C (1 43) —10°C /43 —280°C (1 57)

HEARE - 280C

R HHERERE © 320°C

XYY —HRA . ~NJ LA

REG O A% : A haF Y — (VAER) 11445, A haFy—n (KT AK)
11.74%



2) GCIMS

BT 5% T x=)b—AF Uy NEE 0.25mm, £ 30m., EE 0.25um
717 KR - 150°C (1 43) —10°C/43—300°C (1 43)

HEA DR : 250°C

Fyr UV —HA: ~NJ7A

A A AbE— K (FHE) :El (70eV)

T A A (mlz) 319, 250, 125 (S AEKKON KT o Ak L & @)

WFAE: 1ul

RO B2« A haF Yy —)b (X AK) 13555, A FaF Y —ib (b T2 Z1K)
13.8%y

9. EERS
A Rary = (FAEK) KOA Mzt — (K7 2K) OfFne L 7T0.01 mg/kg
(B2 A DR DA, 0.1 mglkg)

10. WEFH

1) HBRIEOBE

A haty— ) (VAK) FOAXA haty—iv (FT7 U AK) 2R N7 T
FH L. FEE = F L O n —~F Y RIRICHERIE T 5, BRETZFOFE, 2HHIIT7 & b
=R UGBTI L%, 77774 bAI—R =D T LKOT )T
2N Y Y BTNV =T LTH L72#%, GC (FTDXJEINPD) THllE L.
GCIMS TCHiEid 4 5 HiETh %,

2) EEMS

O xS T LY a VEIZX Y GEENARR E 25551, ZHMTIA VD
+H 7 GRERO mLAD) #3232 HEICEE T D & Luv, RyERE . 3ekhtik
ZFI20mLETHEM L, 77 MCAR LK, n—~FH 120 mLTIEHT 5,

@ BHNA+oGEE, 7a )P vI=s7 2. (910 mg) (2K HEMEENT S &
T, BEREE . BEMETE RO n—~FH 2 (1 :9) BIKS5mLIZIAEEL .
T BB LTIZR, T2 R RO n—~FH> (1 :9) {BIKIOmLTHE, 7& b
VRO n—~FHr (31 7) BRI mLTIEHT 5,

11. 2&CHk
L

1 2.
C





