1.

2.

3

4

LC/MS (T & % st o — 75 Brit 1| (EPEW))

ST RIBALE W)
ElEe i
il
k7 v~ 777 EESHTEE (LCIMS) XUFHEIE 7 v~ 75 7 « 207 WU &Sy

Hrat (LCIMS/IMS)

v w3
WIZRT HOLSME, BAIO 3ITRTHDOEHNWD,
KSR, K EEEOMENH LR E 0,

- BRI B
1) i
(1) B, CHEAUHIHOLE

#0EH0.0 gl2/k20 mLAE N %, 1543 R ikiE 3 5,

T R=RUABOMLENZ, REVFA X LT, WS AHT 5, A EORE
BT b= UA20mLE Nz, REIFTA XL, W3l AT 5, HBohizAiE
ey, 7= MU AEMNMATIEMIZI00 mLE T 5,

K20 mLZER Y . HHAbT B U 7 510 g 10.01 mol/LERE20 mLA Ji %, 1545 &
2T D, FHE LR, DBELTKBEE TS,

T BTN I U BV =T (1,000mg) (27 E h= K Y10 mLEE
AL, HHiRIZEETS, ZOA T M ERZOT7TE b= ) VEEZEAL, &5, 7k
=hUn2mLEEAL T, REHKREZERY | BAGET N Y U A2 THK L., HEAKHE
B MU U LEARI LItk AREZMCLL N CIEME L, WIEZRET 5, EEWICT ' L
Y. RV ZFAT I KOn-~FH 2 (20 : 05 :80) JRIE2 mLEMZ THENT,

(2) RFE, HE —T, BROFK Y TOHE

BE, BERON—TOHAL, RER20092 VRS, KEOE Y 7OEAIE, 3k
5.00 gz /K20 mLZE N %, 1557 [MkiES %,

T R=FUASOMLE A, REDFA X LI=%, WElAET 5, AL
DB TE F=FUA20mLE Mz, RESFA R L%, kel AT 5, Bo5h-
AiREEDE, 7T =K AZMA TEMIZI00mLE T 5,

20 mL 280 | Mk R U & 510 g% U0.01 mol/LEEfE20 mLA N 2\ R & 5 T 5,
FHiE L7t EE L7 KEZCThH, 78 b= MU VEIZHKEREET N Y U A& N2 T



KU, BEREERT U 7 L SR LT-%, HilA40°CLL T Tt L, W& REd 5, 5%
BYcTE by FYZFAT I RON-~FH 2 (2005 80) IRIK2 mLA N 2 TR
EE

2) FEi

YUBFNI=HT A (500mg) T, AKX —)b, T hroASmLEIEREANL, &
HKIFHE TS, Eolan-~FH o 10mLaEAL, HRIZE TS, ZoA74121) T
BoNTEREEALTR, TN, RUZFAT I EUn-~FH> (20:05: 80)
RIRIOMLAZEA L, WHIRIZEE T, IRWT, T U ROIAF 7 — b (1:1) B2 mL
T1) THOLNEEBA S TWEERETRW, WRE Y BTSNV I =0T KMZEAL,
EHIETERAKRRAH 7 —)L (1:1) RIS mLZVEA L, I A 40°CLL T CHiffi L.
B A BRET D, FREWME A X ) —VITEN LT, EMIZ4 mLE L2 b O 2RI &
T 5,

5. MEMOIERK

BEEZEOIERERICOWNT, ZNENOT® b= M WEEREZRB L, TN E2RA L
%, HURBE#HEOSERELZED A Y ) — VIBREBSHNT 5, 225 uL%x
LC/MSIUZLCIMSIMSIZIEA L, B — 27 @iEXII Y — 7 L CHREm 2 ER T 2,

6. Ei

ARBRIAIRS WL ZLCIMSXUZLC/MSIMSIZIEA L, 5 DMEMR T EIEFEDOEZEEZRD D,

7. HERRRER
LC/MS X IZLC/MS/IMSIZ L Y e+ 5.,

8. WESEMEF
N5 F BTN AT ) v (RiE3~35um)  NEE2~21mm, &
=150 mm
717 NRFE - 40°C
BEHE AT OBIRIZ DWW T FOROBEEAFLCTEIRT D,
B EFHE R © 0.20 mL/%y
A K : 5 mmol/LEEE T > & =7 LIKERIK
B : 5 mmol/LFERET »E=17 LA X ) — LIAHKR

e (47) ||A# (%) |[B & (%)

0 85 15




1 60 40
3.5 60 40
6 50 50
8 45 55
175 5 95
30 5 95
30 85 15

A+ AT — K : ESI
T A Ay (mlz) : BIERSR
PREFRE O H 22 - BIIFRZ R

9. EREA
EIES T
ER L. BIEIZBERR (hg) OBIERLEbOTHS,

10. HEFIH
1) REBRiEDOEEL
E RIS LB T b= R YL L BT CHRATY 5. K& BT,
RE BREOWUIZEOEE, 88, WEHAOEEEICOWIA 7 2Tyl
ML Y AN =0T TR, TR L S ) AL =0T ATHRRLL, LC/MS
UZLCIMSIMS THIE R OB 5 ik Th B,

2) EEA

(1) BIRIEFFEZENTE MG ELHEIRR LD TH DA, Bl E25
i FZIEAREZEH CE R OWREIEOLEMNE ENILERNHHOTHEETH Z
o Eo. REFRH O R 72 2 BT, EMAMICRERNTR LT,

(2)  ARBRIEIIHRITR LT ORIEESIT 2 REE L7- b D TRV, (Lad
[ O EMERIC X 2 0% R IE~DTHEOBENRDH 5720, Hirxtg s
HALBEH OB EDEICBNTH LN LD IO DR ERIET 2 LENH 5,

(3) T h=RrUAHKIZEMT 28T Y 7 A (10 9) BETELHEAIE. B
LTH RV, +oicfafmd 2&2 Mz 5, £70, MENRWVEEREL G LT 5720,
Fo3iciRE O LTHLT N U LAERERSE S,

(4)  WHE L, BWEZERICRET DBIET, ERKEE AWV TEERMNITIT I,



BG) TEbhry, FVZFAT I KROn-~FH 2 (20: 05 : 80) IRIFICIAEITIC S WK
W DD, VIV BTN =H T KL HERICB W TITF B EO®% . IEHIEE CH
L7 N OAZ ) —)b (1:1) (B2 mLTH 7 MIPVEAT,

(6)  LCIMS SUZLC/IMSIMSDIEJEIZ X » Tk iRBRIAR 2 S HITA X/ — LV THINT 5,

(1) FRZAZ ) — VBT CIEIRZEREIEN o 572, WIE TR O R 5% 5
RMIAT 5, REMABWIRITHREREY S 2, FIROA— Mo 77 —F v 7 PR B
R 2 R REEIIE 3720,

(8) EfERMIEMEZRDOITIE. ~ MY v 7 AGIMEAERIK U TAEERINEZ AV %
ZEMRERGEDR D D,

9) EERFUL, BT oM. BRSO RN R &K OFBRIARIEARIC L 0 #2 D
DT, MBS U TR 2 Ratd 5,

11. =& 30k
L

12. |l

C



(BIR)LC/MSIZLSBREFO—FHEBREI(BRED)

LC/MS BIEAA> (m/z)

LC/MS/MS BIEAA > (m/z)

e

s prusians  [PHEH RSTATRE FATATRE RSTATRE AATATHE AR (ne)

Tl e | e | xR et FJun—y— | FogorE® | Fagsrcem) | 7077 | Jnsorce® | Fossrce | oms | LS

2,4-D 2,4-D 0.73 -161 -163 -219 -161 -125 0.025 0.15
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
TAXTHFZIL e e ey |V 0.73 -370 -126 -370 -127 -215 0.001 0.003
TOINA NIy TN F I T 1.04 -360 -316 -360 -316 -195 0.031 0.023
TOLRILTZAOY TOLR)ILZAOY 0.52 -423 -424 425 182 139 0.116 0.005
AARRIL7AVAFIL AARRILZAVAFIL 0.72 508 509 508 167 508 0.011 0.004
AIFxy 1IFx 0.54 312 267 312 267 799 128 86 0.001 0.001
A R)L7aY AV R)L7ay 0.54 -411 -413 415 156 78 -411 -229 -154 -153 0.017 0.079
IAAY)LT7AVAF)IL IAAYILTAVAFIL 0.66 411 412 411 196 168 0.001 0.003
IkFS ROV IRV 0.83 399 400 399 261 218 0.002 0.002
oasFRy TR o F Ry TR 0.9 -310 -238 312 266 238 0.007 0.016
y07ztvk An kA2 1S 0.6 279 261 279 261 166 0.004 0.024
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NAxIRy TS NAF IRy 1.08 362 316 362 316 288 91 0.01 0.002
NOZLTAVAF)L NORLTAVAFIL 0.69 -433 -435 435 182 83 -433 -252 -154 -78 0.02 0.005
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J5HR)LTaY 75 ZR)LTAay 0.54 408 430 408 182 181 227 139 -406 -154 -251 0.011 0.001
TYIZILTAVAFIL TYIZRIILTAVAFIL 0.93 -467 491 264 250 -467 -226 -225 -175 -126 0.009 0.008
INVTORYTTFIL INVT ORI 0.91 328 350 328 283 282 255 254 -326 -254 -206 0.027 0.023
ZILAYS L TILAYS L 0.44 326 129 326 129 326 109 0.008 0.005
ZLaxEN Z)LaxENL 0.48 -253 -195 -253 -195 -233 0.421 0.116
Jozx)zaoy Jozx)Lzay 0.84 418 420 167 141 -418 -139 -138 -107 0.009 0.006
TORFIAILNY UNatE [FaRFIAIILNY UNatE| 055 399 416 421 399 180 115 264 134 -397 -156 -113 0.047 0.007
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