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TFVLUMOBTLE, T LATu~w NI T 7 0 —HICEE L2 U L 690 mg &
FETALEZLDO XTI N E RSEOSEERMZHET 502 N5,

SYAFILIZASLA,000mg) NES~9Imm ORY =F LU BDOH T LEIC, BT A
rua<w v 757 4 —MICBRE LYY A 1,000mg ZFTA LSO XTI L [FS%
D BEREEE T LD EHWD,

KERIERDFRFT FU DL HE 98%LL EORIEKE W5,

AFLYPEZIARVEVHRHEEHRAS L AR 20mm, £ 300mm OAT L ARD
BT LEC, TNVREIa~ N T 7 4 —HICE LT AT L U= AR UL E
BERERTAOLLELDOXILIIN EFRFEOSHFEE AT 502 5,

AFLUVCEZIRVEVHEAEEARI NS L (265mg) N8 ~9mm OFR Y =F LMl
DH T LEZ, AT L PR B U HBEAKR265mg 2K CALTELO XTI E
RO 2 H T2 02 05,

AINTF7IVEE ALT7 7 I Bk

TILT—E 1mgH7=¥ 37°C, pHS5.0 T1HMIZEALR—R0 /L3 — 2% 29 umoL
WS 2 o b ox A5,

ZHMETA VT H S L QoML REEFR) HNE20~30mm OKRY =F LB H T LEIZ,
20mL ZRFEFT A ENTEXLEDOI T A7 u~ M7 T 7 o — il LT8Rk 2 5L
WA YT LERTALTELD LI EREOLSEFE 2B T 50502 HWS,

FEFILEFIZASLA,710mg) HNEI~10mm ORY =F L o8B T MEI, HfE
THAIF1,710mg Z R TA LD XTI EREOGBEREEZFE T 2002 HW5,

TrSERBISY T hI7eRKerv7r (K

RTILEREE S Yo L HE 85%LL EORREEE H W5,

FIJZFALTEY RUZFAT IV (B

F)FRYUDLRAOTP7/ 727z —F MV FRNITARUEZ VT )T
7 xuax— K (Ffk)

2.2, 2—rYyz)AATA/—)L 2,2,2— R U TnFduxk )—L (FiHk)

FUAFILTE/7AELSYIIES Y AHFILE ZH S5 L (B00mg) HNEES~9mm DRV
TFVLBOB T LEI, NV AFAT I 2 7a ey Vb U B0 500 mg % FeC
LT b DI I N EREOSBEREEFE T2 0% 05,

FUAFILTZI/ ZOELSYIIESY AHFILETZHSL(1,000mg) N6 ~9mm DR
V=F Lo BonT7 M8, NV AFAT I Taenrv bV 47470 1,000 mg %
FTALEZLDOXIT N EREDSEEEE2AET oD EHWS,

FUAFLTE/ TAELVYIMED Y ATILRURDE DR IIKRVES Y IILIED ) WY

JVBESIZHS5LQ200mg) HNES~9Imm ORY =F L8O H T LEIZ, P AFALT
7 AT Y BTV OR B AR RS ) LS U ALV DIREY)
200mg # K CA LT DI ZINERIFEOHBEEFEZET DO EH WD,

FTRIUDLRVEDFAS— b HiE 98%LL EDOFEKE 5.

o—=Z ARV XFZILTER 0o—=Fa_XUXT AT E R (B#k)

ZLEE A (R



T2/ —LVIRLAVER 7=/ —NT7X L A1 ghTH /) —/L100mL [ZIENT,

0—7RINTILTER HE 9% EORIEL H WS,

ZuiltAU DL T o B Y T (KRR

TAOELRILKZIILSYIAES Y AFIILST = H 5L (1,000mg)  PHNE 12~13mm OFR U =
FLUBD AT LE, TrEL AR Y LY AL 1,000mg ZFTA LT
HLOXTZNEFEOHBEREE AT 20D W5,

TILALRAAZTY HiE 8% EDREE HWS,

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

n—=—A~"XHY> n—~FH300mL =7V GOEEIERMERZHANTomL IZEMEL, =
D5 uL BB AHERARHSET R 70~ NI 7IEALTCREETH L&, TR
B~ N TAEDn—~FH L UANAOE—7 DE L, 2X10 " gD y—BHCHRT
E— 7 OFE S L TRITIZ B0,

RIVAFYZHREH )DL ~AxY HWEEs Y 7 a (1#)

RUEBVRAKRZILTAELD YIS Y ASILE ZH S5 L (500mg) HEES ~ 9mm DR
VeF LR T LEIZ, XRUEBUALK= LT v e U by U 50 500 mg &
FTALEZLDOXITZ N EREDSEEE 2T D EHWS,

3—RUBI) Y 33— F ) (B

n—RIUBZ Y HE99%LL EORIEE HW\ D,

K EEKERND, YEBEEREDORDY THDIWE DI O EWE %2 &5 Ha12%, n
— XY UEORE TS L b DR VD,

Ko OOFEE  FE 99%LL FoREEE W5,

K ZILA OBEER i 99% LI EORREE W 5.

FOKIREE T R )DL HAKEEET NU UL Bk, UkBEEFEORS THOME D3O
WHEDWE = E0HEI12E, n—~F U EORE TR LZLD0E N5,

AR/ =)L AKX —N300mL TV EbEEERMERE O TEMRL, A% —LERk
ET 5, ZOEREWE n—~FV 2 5mLITENL, £D5 uL 2 E HiER R AT &
WA a< N7 7IFEALTHRBRTLLE, FAZ7ua~v N T A ED n—~FH L
Ao —27OmElE, 2X10 gD y—BHCHRTE—7 O@E S LR TRITIER S 72
A

AFIAVTFILT LY AF A TF T b (k)

1—AFILAZZY—)L HE 9% LL EDOFRIEE 5,

AFIALUCHEKR AFAALT01g %K 100mL IZEDT,

N—=AFIL—N—=+tOY—p— FILIVRIKRUT I K HE 98%LL EORIEE HV D,

N=AFILER MY Z)LAAQTE LTI R HE S%UEORIEEZHND,

2—ANAT IR/ =)L HE 9%LL EOFRIEE WS,

B—ANATrTOEAUEE HE 8% EOREE HW D,

E/IR/—ILTIY /)X )—NLT I (k)

ELFa53—Y—TR RKROTNAVABIVERTABRT N O LUITVE Y EREERE T A
M rU oA

A9EHYDL - TFUoTUH LBV UL - T UMK

A—RRUAFILITY HE 5% EORIEE H WS,

mARDEEF ML UARTUEET Y oA (B

SOVIIWHEEF )DL T UAGRET U UL (R

) UBRKF—HI DL VUBAKFE—D I UL (Rifk)

) UBRKFRZ A DL VBAKFE DI UL (Rrfk)

JUBT NS —n—TFILT7UoEZOL VBT I —n—T7FALToE=T L B



A 3

Y5 ) —LRBRE

L. G RREEY

¥7 ) —

2. EE

RO e R (H AR & mEiikik 7 v~ k22 7 (HPLC-UV)
3. w3k, ik

WITTRT S DOLISNE, #HBAID 217 THDE WS,

S ENERE A A U R BBIE S = 7 A (500mg)  NEE8 ~9mm ORY =F L BOH T LE
2, hosrsua~ 57 4 —RICE LY FLT I a BT EEEE A AT
BaiftlE S00mg # R CA L2 b D XTI ERZEOSEEREZET 502 05,

Horru<vw T3 7 —He Fexs o b TFX2A NIy Hohrua~vw IS5 41—

WG L7ce e o7 BV LA LT A N7 v (R 25~100u m) % v
Do

4. FEYES
Y7 = KEIIET ) —n9%LL EEETe,
fhs RSO EIX 178~180CTHh 5,

5. RBRIAHRR A

1) fht

AHEF5002 2BV, 2T B F=FUAKORAZ J—b (4 1 1) {BIK20mL 200z,
REVTA X LT, 55y 2,600 [T 5 ol O oBEL . AEAER S, HEMICT 2 =1
UNEORAZ ) —)b (4 : 1) K 20mL 20z, Eid & RO ST mBEZ 1TV, AHHE
EHEDED, ZHUCKEfI n—~F 2 20mL #Mx, 5L IRV IRE %, #EL. A
Mg AR D, U5 %MEET N 7 AR A0 mL L7 e A% (Rfk) 40 mL &0 %,

S5O LUSIEVIEE %, B L, Yr7un XX U @athd, KBiIcYraaxz2y (K

15mL 2%, EFLERERICEMEL T, Y7uu XX EBiaAbt, 40CLLFTYr7au XXy
BRET D, TOERBWE n— XV U KON (3 01) RIE 1 mL 2T,

2) 5
O GEEMEREA AR MRE Y F L a~ N T T T 4 —

P ENERE A A U R BBIE I =7 T A (500mg) 12, n—~FHRORUEY (3:1) R
R6mL ZiEA L, MHIKITETD, 2O T A1) THONZEREZFEALZE, n—~F
PEONRUE (3:1) 2mL ZFEAL, WMHRIZE TS, ZOB T8y r7aa 22y (Fik)
KAL)= (9 1) BIK3mL ZFEAL, WHIKEZ 40°CLL T CIRM L. WA RET 5,
OB B RO A X ) —v (17 3) JRIK 0.5mL Z Iz T&EM T,

@ bvlRoxFy 7o IbTHRA NI DT LIux NTTT 4 —
NE6mm ODH T AT AEIL, horrua~vw T 7 4—fe Faexdx 7o bs s
KNG aERVBURRAZ ) — (17: 3) BRIZIEE L, RERKEL-b0E T L0~



N7 4—He RaXxo 7 vt F AR VEOEESN 120mm 2725 X HIZKETAT D,
T LD ESHIDEORB R ORAX ) —v (17 : 3) RIEPERDFEEE TRUB R OA X
J—v (17: 3) RiREHRHSED, Z0OH T AZOQTHLNZEREFEALZLR, XUEBrk
WAL = (17: 3) IR 10mL Z1EAT 5, A OJEHHK 2.0 mL Z 55T, 72D OFEHIKREZERY |
A0°CLL R CiEfig L, WA FRET D, ZOEEMIZTE F=FU AL KLUUK (1 : 1) JE#K 0.5 mL
ZMAZTEN L, ZhERBRIREE T 5,

6. MEBROIER
YT )= VERELD00I~1mg/L7Z h=F U LKRUVK (1 : 1) IRIKAEREESTFHAEL, £
NEN20u LEZHPLCIZIEA L, ¥— 7 @EI Y — 7 mfbE CREREERT 5,

7. EE
HREREIE 20 L 2 HPLC IZHEA L., 6 DREBEHRTET / —LOEEZRD 5,

8. HERREER
LC/MSXIZLC/MS/MSIC L v #eZd4 5,

9. WESEM
BT FITETIUNANUIMME U AL NE4.0~6.0mm, & 150 mm, FiES5 um
BT LRE 40°C
BEFH : 72 h=RFLEOUK (5 : 6) RIK EBZ 7 —/0BH10 55 T3 2 it IR
Do

RS - WG R 230 nm

10. JERRS
i 0.002 ppm
JiFli&  0.01 ppm

11. HEFH

1) ARk

YT )= nEREN LT = U LKA Y ) —LOIRE T L, ~F Vo 0llg, v
nu AR AR T D, BA AR T LA u~ NS T T 40— TXARNT AT AR
~ 7T T 4 —THR L%, HPLC-UV THIET 5 HiETH 5,

2) EER

O ATrrua~bTT77 0 — IR A 4 ZHER I, vy MTE VD IEMEENRRR2 5 DT,
HANZENREOTF = v 7 %179 Z &,

@ BMIRBHIEOSGET, RBREKRE 72 b= U A KROUK (1 : 1) JRIE TS5 EFICHR L-AIR
THEMT L L,

@ mHEK I e~ N7 77 4 —IZBWT, KM OE— 712X V€T ) — LV OREN KRGS
WZix, 1O A7 a~ NI 7 —EEoIEtEHW5ET7 7 — v oiRERik) 1L 25385 i L
THELIXZRNWI L,

12. &% ik



L

13. M
A



OFAIu~ 777 -BEE&nHitzH\wsE7 7 —Loilrik

1. &
HAZa~< ~N7Z7 - HEESHE (GC/MS)

2. BRI RE

BTZ 7 — VEREBRIEIC U723 o CHEL U 72 3BRISHR 100 w L # IEFRICE D ER Y | T ENE R TE
gL cvzzFr—1, 1, 1°, 1° —d,—AF VA pbe——3, 3°, 5, 5> —d,
(LLFDES—dgd\9,) 0.01 u g/mL OFFEETF LIRIK 100 u L 2017, 2 A AR5 T, 40°C
CTRMTZET 5, ZOREMICEIBT=T L 25y L ZM2 TR L. ZRERBRIRIRE T 5,

3. MEARDOIER

0.1 ug/mL DY T/ — VEEHEFLERIE 20, 50 TN 100 0 L Z2/NRBRE ICIEMEICEVERY . DE
S—dyg 0.0l ug/mL OFFFETF AIRIR 100 L Nz, EHEH AL F. 40C CIEMEZET 2,
ZOEREMICEIBT T V25 u L N TEN L, ZNEEENRKRET 5,

TUMEHl (N, O—ERA(RYAFLUN) R 74t T2 7 I REUIN— KU 2AF)1
TUNATIRO8: 2)RK) 2 pL, 22K 1 p L ROEELEKR 2 n L ONEIZFE—D~A 7 al
YUY . ZhE GCOMS ICHEA L, V—7 @EXIT Y — 7 Ik CRER 2 ER T 5,

4. TE

U MEAl (N, O—ERX(MURATFATIN) NI TZAFaTE 7T I REON— MU XF)1
UNLTIRO8: 2)RIR) 2L, 22K 1 p L KOBRBRIET 2 n L OIEICFE—D~A 71y v
JIZEED . ZThE GC/MS IZIEAL., SOBMEMTET / —LOEGEZRD B,

5. WIESRM
HITAh: 5% 7= L AF )L Yary HNEN2mm, £ 25m. FEO0.11um
717 KR 130°C (1 49) —30°C/4r —250°C (0 4y) — 6 °C/4r —295°C (2.5 43)
HEADREE : 260°C
HEAFX: A7) v bR
Fr U —HA: Y7L
X U —HAES : 34kPa
A A PRIRFE : 180C
A AbE— K (FJE) : El (70eV)
FrpA Ay (mlz) 1433 L3077 (BZ 7 —), 420 (NEBEEEYE)

6. ERERA
i 0.002 ppm
JiFlig&  0.01 ppm
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—F ABRIA
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GCIMS IZ X 3 BERED—FHEBE (BEWY)

1. oiregieaw
Gl S

2. dEE
HAIZa~ T F7 - FESHE (GCIMS)

3. A, Wik

WITRT HOLUME, BAIO 27T H0E WD

QMWWJ/Mﬁ@M(Mﬂm U U PRKTEE ﬁ)&bﬂ@wm)&7g&0)/
miﬁvﬁﬁ\MHfm)wzg%gbﬁw\mﬁmmmL_@mb\1mmmmMmfh)
7 AL 1 mol/LiERE & W CpH A TOICHHIE L=k, KZMxT1LET 5,

F R ERERES FRIEFEOMENH LR D,

4. BRI A
1) Hht
O ¥, THEOHEHOSE

B 10.0g 2k 20mL 0%, 15 3 MAET %,

AT R=RUASOML ZIZ, REVFA R L%, WElABT 5, A EOERH
M7 b=tV L20mL 2%, REDTA XLk, WEIART S, GoNTAKEE
i, T =M AEZIMATEMIZ100mL &9 5,

R 20 mL 280 . b R U 7 4 10g KOV0.5 mol/L V) > EgfEfER (pH7.0) 20 mL %
Mz, 10 3k E 935, FrE L7ztk, DBEEL7=KEZ#T5H,

72T Y Y BV =5 T A (1,000 mg) (27 =KV 10 mL ZEA
L., MHRIIET?, 2O 7 LZEREOT7E = I VEEZEAL, 612, 7EF=F
U2mL ZFEALT, REHEREZRY . TR MY 7 A2 N2 ThAK L, EKRmEET ~
Vo La AR LT, AikAZ AOCCLL T CIRM L, WIEARET 2, EEWIZITE =R )L
LOVhovxy (30 1) R 2mL 212 THEMT,

@ ST%?%\ B, N—T KEOER Y 7TOHE

BE, HEMON—TOHAIE, BB 200g 2BV D, KEOK Y 7OHEEE, R 5.00

glZ/Kk20mL Znz., 15 &S 5.

T ER=RIAB0OML ZNZ, REITA X LT%, W5l AmT 5, AR EDOKRY
MZTE =MV L20mLINZ, RETTA ALk, WEIAIRT 5, BN ZAREGD
., 7' b= MU VEMNZ CTEMIZ100mL &T 5,

R 20 mL 2480, b N Y 7 A 10g L OV0.5mol/L V > EefEfEHR (pH7.0) 20 mL %
Mz, REH>T5, BELIIE, DBELIKEZHETSH, 78 M=KV VEIZHKERET b
U AZMZTHAKL, KT R U L2 AR L7145, A% 40°CLL T CigfE L, I
ERETDH, BEMIITE =Y AL ML (3 1) BiR2mL 2012 TEMT,



2) ki

777574 NI—RAT I Tae v Uk U AF VB I =07 A (500 mg/500
mg) 2. 7B hr=F U LKERILT=Y (3 : 1) BIKI0OmML ZEA L, MHKIETETS, =
DAT A1) THONEEKREIEALZEZ, T2 = I LEQR M= (3 : 1) BK
20 mL Z7EA L., &I %Z 40°CLLF T 1mL UL FICIEfET 5, 227 &' o 10 mL 20
ZTCTACLLTTImL U TICEMKEL, BETE b 5mL 22 TEMEL., BE2BRET S,
WM ET 2 RO n-~FHr (1 1) BRICEP LT, EMIZ1ImL & LebDEi
BRI L 5,

5. MEMOIERK

B EEDEAELICOWNWT, TREFNDOT & M BEZHE L, 25 2RE L%, )
IR O/ B S L e T F o RN n-~F (10 1) IRIGRIREBUOSHERT 5,
ETNEN2 n LEGCIMSIZIEA L, B —7 @ik LY — 7 mfElE CHREREZ BT 5,

6. T&

ABRIAI 2 1L & GCIMS IZIEA L, 5 DMERTHREEOGEEZRD D,

7. fiEslEER
GC/IMS IZ L W it 7 5,

8. MIESM

GC/MS

BT 5% 7 2=-AF LU ar N 0.25 mm, £ 30m, FEE 025um
717 NEEE 0 50°C (1 4y) —25°C/14r —125°C (0 4y) —10°C/4y —300°C (10%7)
HEANRE - 250°C

Fr UY—HA YA

AFAbE—F (BJE) :El (70 eV)

T A Ay (mlz) : BIFRSHR

PRI O B %2« BRI

9. EERH
HIRZ
ey BIRITHERA (ng) OBIZRLIbDTH D,

10. HEEFHE

1) HRERE OB

FREELZHELGT 2 =N L THE L, I CKERWH, R£E, BEFICON
TIFFOFFE, ., TEAOEERICOVWTIEAZ ZTF AT I VB AN I =T
LATHRE, WL T 77 A MI—RUIT7 ) Fa e U by U a7 VEEE S =h
7 LATHR L, GCIMS THIE K CHERT 2 HIETH D,



2) FEEA

O BFIIAREZEHTE2LEWE EHENEIR LD TH DN, HfilxR L2225 HBIC

IIAREZFEH CE WM EDILAEYDNEENLLEROLOTHETHZ &, £z, &

FRE 0 ¥ 70 2 BRI AL EMARRIERN R Uz, £70, I BT 2 i % 1

ELTWDEEIE, [0y LR LT,

@ ARABRIEITNNRIZR LB TOEM DRI ST 2 RGE L 72 b O TIER W, {LEWE L0

MEERIZ LD 0BER OCRIES~DOTWEOBZENN D D720, DR &350

HAEDHIZENTHOLN LD INDDRERET DL ERH D,

@ EEICIIT A v~ T 727 DEESHEE (GCIMSIMS) O B RIRETH 5,

@V UEERRER OB, TR ULAEEFEHLTH L,

® 7& b= MV UHHRIZINT 256 R 7 A (10g) BETEL5LE1F. B LTH

KW+l sEmE2 Nz 5,

® WfE L, W2 2 RICBRET 28EIL. ERKITE W TERLLITAT O,

@ EMERAEEEZSDT2DIIZiX, < MU v 7 RARNIEEAER IR RERINE A WD Z b

VERGENRD D,

® EEREFIT, AT 2EE, REBREROEMGE R L OBRBRIEIRIEARICL Y B2 50T,

MBS U Tl S 2 atd 5.

@ HEARUANDIRIZ DN T, RITHIT 2 EFEAZRBRT 52551, LB ED D EEEREIC XY

ST 5T &,
BHC, DDT, 77U+ R V>, 7EXZITFTIU R, A VFHFH, A IxXva)ry
—,. = hT7xzrFuy A, Ry, JapYRA, Ja) T 2FE)N, o
A=, e k), 7z /)arS =), IR UL A RN VA B
T—h ATV TANRI Y T RTFaFY =N, TT T2 ET R, TAH
ANV ERORRTrA RN RUTALT Y NTTFEH RITFHATIL L
Ty Iuay A B2 )y SV uRA, BUXR BT ) v A,
Y IFRAAFL, LRy, Jx=buaFAty, 7z b—h, Tz L—
M Zzo7aXRYr ZV b R—F, ZANYR—F TaFFHA, ot
af =), LA N Ry, ST X)L

O HA LA DOFIZDOWT, IROKDHF 1 I T 5 RE AT 25613, [FRE 22

FAEBIEREBREIC L Y oD b,

%14 55 2 1
XMC TV T L T I R R
TR URS B H C%ilBrL
a7z )RR E P N4 iABRiE
AFHEF A E P N4R{L

11. &%& 3wk
1) Fillion, J.%, JAOAC Int, 83, 698~713 (2000)

12. F7
C



(AlFR)GC/MSIZKHBREFZD—FHERE (BEY)

BE% S RBIEA NS Re5iaiE A A A2 (m/2) 5ﬁ"§§ﬁ

a-BHC 1714 219 183 181 0.010
BHG B -BHC 1761 219 183 181 0.011

y-BHC (> T>) 1779 219 183 181 0.011

S -BHC 1833 219 183 181 0.015

op'-DDT 2295 237 235 212 165 0.010
DT pp'-DDD 2289 237 235 178 165 0.007

pp'-DDE 2196 318 246 0.004

pp'-DDT 2373 237 235 212 165 0.011
EPN EPN 2484 185 169 157 0.032
TCMTB TCMTB 2162 180 0.004
XMC XMC 1563 122 0.001
FH)FR FO)FR 2613 289 208 181 0.006
7Hary—IL 7HarJ—IL 2216 217 173 0.003
T OURAAFIL TOURAAFIL 2572 160 132 0.132
FEEITR FEEITR 2452 166 152 0.021
7rhoo—)L 7rroo—)L 1882 233 223 746 0.007
V2% Y% 1755 215 200 0.002
7=O/hRR 7=AkR 2512 226 125 0.023
FAR)Y TFARY 1916 227 212 0.002
7570—)L 7570—)L 1898 188 760 0.002
FILEY O RUTAILE) FILEYY 1998 293 265 263 261 0.013
AHJHRR AHJHRR 1815 285 257 172 1671 0.005
AVXYTITIVIFIL AIXHYTCITIVIFIL 2328 294 222 204 0.024
)XY FA A)XYFA 2234 313 285 177 105 0.001
LUTTIRR A TTURR 2064 255 213 121 0.001

AYITIVRRTFI 1998 229 201 0.002
470 hILT A4)7ahILT 1538 263 136 125 721 0.001
A)TaFA5> A)TaF+5> 2177 204 290 231 718 0.008
A7ARUEKRR A7ARUEKRR 1845 246 204 91 0.008
AT AIRY AT ILTRFIL 47?%9&:*/;(:%%»17\7:-»(;’&%1> 2160 256 214 187 0.012

ARYAIRND ZAF LT AT )L (BEER2) 2164 256 214 187 0.012
AERSAFT— 1L «rE'\‘:‘/:d-‘/:—)l« _ 3187 253 250 125 0.005

ASROFI—ILIRR DK 2210 270 235 0.023
»=2}YJ—)LP =34 J—ILP 2193 234 165 131 0.004
IX7aAILT IX7aALT 1965 222 162 0.001
IZNIINSYY IR 1648 316 276 0.003
IFtY IFA 2281 231 153 0.004
IT47TURA IT4TTURA 2356 310 173 0.019
Ih¥HJ—)L Ih¥HJ—)L 2489 330 300 204 741 0.000
IrDz>FOvsR Ih7zo7avIR 2870 376 183 163 0.000
IRIA—F IrIA—F 1953 286 207 161 0.020
IrFORR IkFORR 1641 200 158 139 0.011
IhJLKRR IhJLKRR 1824 292 277 181 0.008
TURZILT 7Y a—I‘/|~:7\)l«77> 2152 241 195 0.018

B-IURRILITFY 2281 241 237 195 0.034
IRy IRy 2262 345 317 281 263 0.042
XTI AXHTTI 2189 302 258 175 0.002
AXHTXRUI FEHTEUIL 2280 163 132 0.026
FXTNANTIY AXTNAN T 2198 331 300 302 252 0.043
FART—b F AT —F 1596 156 141 110 0.086
A1) A1) 2667 317 275 0.055
HXHRR HAHYHRR 1692 270 213 159 158 0.015
HozvARO—)L Hhoz o AkO—)L 2767 188 119 700 0.001
AIWITIUSIOIFIL HIVIZURSIVIFIL 2327 340 330 312 0.002
Al 201% i 2211 235 225 743 0.001
Fp— 73»71-37?*/ 1743 164 149 0.016

HILIR IS (5 fE4) 1304 164 149 0.005
FFILRR FFILRR 2086 157 156 746 718 0.019
*/¥I10 */¥7x0 2347 237 0.001
X930 */9530 1968 207 172 0.024
FUrEY FUrEY 1759 295 237 0.005
ILYF Y LAFIL HLYF Y LAFIL 2201 206 716 0.002
yavyy yavwyy 1761 204 125 0.001
IRV E—ILOAFIL JBIVE—ILOAFIL 1988 332 301 0.000




AT RIEEYH

REFEIR

BIEAZA > (m/2)

BAIERSR

(ng)
et cis=ZOILTY 2148 373 272 375 0.000
oa)LTy —
trans=Z0 LT 2121 373 272 375 0.000
HaILEYERR ~aLEYERR 1982 314 286 197 0.022
HBJLE)RAAF )L HBJLE)RAAF )L 1885 286 125 0.001
yalLIzFEIL LIz FEIL 2222 408 247 0.016
DAL TTIE R ’]D)L?I‘JE:DTI'\Z(E) a 2048 323 269 267 0.014
ATz EVRR(Z) B 2071 323 269 267 0.009
ri=V %A= N vi=V%i= N 1660 213 154 127 0.003
ARy L—k ZaLRUTL—k 2261 251 139 0.001
TFTOY STFOV 1987 225 212 0.016
LT IRAR LT IRA 1781 243 109 0.001
SINIVALT CINIIVALT 1979 267 225 0.006
s oons Ay (BE) 2081 277 221 0.015
oo iyk ——
oons Ay (Bigk2) 2114 277 221 0.013
CHaJIVFAY oHOJIVFAY 1873 279 223 0.001
oHyakyTAF )L oHakyTAF )L 2395 340 253 0.003
ooyasy ooyasy 1734 206 176 0.023
Skl i/::'-h_» _ __ 2539 251 139 -
amk— LR (4,40 900A VY 71)Y) 2018 250 739 0.008
. . gk (BER1) 2574 449 197 181 0.038
DZA=1 UM
gk (B1ER2) 2597 449 197 181 0.012
2Bk TITFIL 2By TITFIL 2581 357 256 0.010
$oxFsR 713K 2026 239 167 0.001
S9rsatT— ?7:/:#‘/:—»(5’&%1) 3017 323 | 265 0.005
Tox/a— )L (EHK2) 3025 323 265 0.004
I INID (BIERT) 2775 226 206 163 0.114
. . LR (RER2) 2788 226 206 163 0.067
STV =
L7ILR) D (REIRS) 2796 226 206 163 0.133
LR (RER4) 2801 226 206 163 0.074
CINTI=hY CINTI=hY 2397 394 266 0.007
e i/jD:T‘/::—}L(ETEﬁU) 2234 222 | 139 0.006
7oy —IL(EiK2) 2238 222 139 0.002
ORIJVAR) Y (BIERT) 2828 181 163 0.055
S RJLARYS IRILAR) L (R1ER2) 2842 181 163 0.040
ORIJVAR) Y (BIEIRI) 2850 181 163 0.085
ORIVAR) Y (BiER4) 2855 181 163 0.042
ROV ROV 1744 201 0.002
DARARN) D DARAN) D 2059 255 212 0.001
SAFE R i/:%ac»t:pﬂ-\x(E) 1959 297 295 0.008
CAFIEURR(Z) 1986 297 295 204 0.008
DATHFER DAFFIER 1875 230 154 0.005
CART—F SARI—F 1736 125 87 0.033
AN AN 1906 213 170 0.001
CAERL— CAERL— 2093 145 719 0.001
2EOEHE xt:uﬂpﬁsximm) 1896 700 0.001
AEQXYI (EHEA2) 1949 700 0.001
2Eov/nJzy b d={=D2rs kv 2690 312 259 0.021
g JEYIR 2428 260 258 187 0.012
JXSR (EY) 2094 242 187 0.054
B—N\T)L A=\ L 1816 163 161 17 0.013
ATV BATSIY 1791 304 179 152 137 0.014
FARUAIINT FARU AT 1983 257 125 100 0.001
FF AL FA A 1725 246 158 125 88 0.009
FIILYIR FIILHYIR 2190 449 194 0.001
FILEY O RUTAILE) FAILKYY 2215 277 263 261 0.023
TIFEY THFEY 1594 261 203 0.002
FrSH0)LE VKRR ThSH0LE VKRR 2121 329 0.001
FhSaFV—)IL FhSaFJV—)L 1998 336 171 0.001
TSRy TFhSUHRY 2536 356 159 0.004
FZILYa—)L F=ILYa—)L 2384 288 127 0.001
F7a+J—I F7a+J—I 2397 250 125 0.006
FII7IVESK FII7IVESK 2505 333 318 0.002
TNV TNV 1816 383 197 177 0.003
T AN -S-AF )L T AN -S-AF )L 1627 142 709 0.017
TILVAAR) O RURSOAN) TILEAR) Y 3056 253 181 0.020
FILIRYY FILIRYY 1945 226 0.001




mE%A

AT RIEEYH

REFEIR

BIEAZA > (m/2)

BAIERSR

(ng)
FILI KRR FILIRR 1783 288 231 153 0.007
TILVAAR) O RURSOAN) FSOARY 3066 253 181 0.230
TS AT — L HJ??}/—MET&W ) 2088 168 128 112 0.009
)T DA/ — )L (B1E1K2) 2104 168 128 112 0.003
)T ARy )T ARy 1999 208 0.006
k)7 RR )7V KRR 2310 257 167 0.011
r)F7L—k k)7L—k 1827 268 0.001
)OS T—IL r)THST—IL 2185 789 162 161 0.045
r)TEILT r)TEILT — 728 0.031
R)IHRR ) IHRR 2193 169 0.001
KIS K)TILSYY 1663 306 264 0.008
k)zoxL ZAbOEY r)ooFxo ZAbOEY 2336 716 0.002
RILYARZAAF L RILOBARZAAF L 1899 267 265 0.001
FLDIVESK RLZZUESK 3106 383 171 0.032
parA=VAS +7a/ER 2165 271 728 72 0.020
—rOs—L4VTOE L —rOs—L/4V7OE L 2009 254 236 212 0.003
JIVIILSIY JIVIISIY 2348 303 173 145 0.006
YTV —)L YISV —IL 2128 236 167 125 0.002
INGTFAY INGTFAY 1994 291 261 235 0.007
INSFFUAFIL INSFFUAFIL 1896 263 233 125 0.005
NIz TOvsR NIz TOvHR 2841 265 263 183 0.021
EX7LARYY EFX7LRYY 2076 123 79 0.008
Earozy Eal) oz 2483 376 238 0.013
E5IL8/— L tivj)l«@/—)l«(ﬁ’fi%ﬂ 2695 268 170 168 0.001
ETIILE/—)L(EEK2) 2710 268 170 168 0.006
EJz/v9R EJx/v9R 2515 341 310 0.044
EozoM)y Eozoh)y 2468 181 166 0.001
EAROkRR EAROkRR 2486 320 140 84 0.026
ES 0Ok R ESSOmkR 2660 360 194 0.011
ESVHRR ESVHRR 2622 232 221 0.076
ESTILIIVIFIL ESTILIIVIFIL 2355 4712 349 0.003
EUE Iz FAY EUE I FAY 2455 340 199 97 0.092
EUFRY EFRY 2731 309 147 0.010
EYIT/voR t:')?:/'y’JZ(E) 2122 262 187 171 0.003
EIx/99R(2) 2068 262 187 171 0.004
EUIFhILT EUIFhILT 2436 181 165 108 0.001
Eynxi oy Eyonxi oy 2574 226 136 0.001
EUS /Sy AF L t:')E//S“J’J%?)l«(E) 2350 302 | 259 173 0.001
EVS/IN9PAFIL(Z) 2255 302 256 0.000
EYIRAAF )L EIRAAF )L 1940 305 290 0.001
EAR=)L EAR=)L 1801 199 798 183 0.002
ELRY t:l/wyl 2314 133 7123 0.035
ELM)> T 2615 161 760 0.117
Foxoy Eo¥xoy 1797 173 144 130 0.013
=2 =PI =2 =PI 1890 285 187 0.003
2470l J470=Z)L 2052 369 367 351 0.004
JxF3IHRR JF3RR 2154 303 217 154 0.084
JxF)EIL JzF)EIL 2629 219 139 0.002
Jx=hAFAY Jr=hOFAY 1946 277 260 0.004
Jx/¥H)L Jx/%¥Y =)L 2240 293 789 0.008
Jz/FAhILT 2/ FAHhILT 2136 160 72 0.017
. 2z/R)2 (BHEED 2531 183 123 0.079

Iz /)2
/R (RHR2) 2545 783 123 0.030
JIVTIRY I FIRY 2499 268 238 0.019
TR IIRFAY TV RIRTFF 2265 308 293 156 0.008
JIFAY JIFF 1987 278 169 0.000
JIvbI—Fk JIhI—h 2078 274 246 0.002
U LL—k 71*1151/1/—%(;1%17&1) 2959 419 | 167 | 125 0.099
JxoNLL—(BMHR2) 2989 419 167 125 0.159
JxzrJarJ—IL JzoJarJ— 2782 798 729 0.016
iy =V iy =V 2498 349 265 181 0.013
JIo7arEILD Jzo7acELD 1995 129 728 70 0.001
THSAF ki 2021 272 243 0.005
Jayn—)L Jay0—)L 2129 176 160 0.001
PEEGYS PESGVS 2145 286 200 0.004
JTE A—k JTEA—k 2202 273 208 0.006




mE%A

AT RIEEYH

REFEIR

BIEAZA > (m/2)

BAIERSR

(ng)

J707zoy J7oozdy 2205 172 105 0.003
IS5 LTOVTAFIL IS LTOVTAFIL 2195 276 105 77 0.002
213 —)L 23—l 1743 262 220 0.006
TILTHVEY L LT HVE) L 2289 204 790 189 745 0.010
JILEaFJ—IL JILExaFJ—)L 2729 340 108 0.008
INTHFIZIL INLTAFIZIL 2169 248 154 127 0.012
LR R 7)1»:/#')*—%(;’&%1) 2844 451 799 157 0.005
IV M) r—k (B1ER2) 2871 451 799 157 0.007

TILFTEIRAFIL TIVFF7EYRAFIL 3244 403 84 0.648
TSI TSI 2161 323 173 0.001
TILM) T R—IL JILR)F7R—IL 2157 219 201 164 7123 0.016
SLIRY R 7»/?)*—&(51&%1) 2964 252 | 250 0.008
JILN 3 —k (BEKR2) 2973 252 250 0.009

TLNSAFHIY TILEAFHTY 2950 354 287 0.021
LAY RUF)L 2)L2HASYIRUF )L 3080 423 308 0.010
TILYRY IRV 2903 329 328 310 0.011
JLFZ90—)L JLFZ98—)L 2174 262 238 162 0.001
JOv IRy JOvIRY 2088 283 212 96 0.019
JOFAHRR TAFARR 2170 309 267 0.001
Josy0—)L Jo/p0—)L 1612 176 120 0.007
JosTy FoSy 1759 229 214 172 0.043
Jo/s=)L Jo/s=)L 1876 217 163 161 0.013
FasL Rk 7"1:1\2»%%(5’&%1 ) 2398 735 | 107 0.044
JONLEyh (BiEK2) 2403 173 135 107 0.044

Faraty—L 7°I:lt::d"/:—)l« (EtK1) 2346 302 259 | 256 173 0.006
JaEary—IiL (EHEk2) 2360 259 173 0.005

JOEHYIR JOEYIR 1786 175 173 145 0.017
N . JOEROS Y REY (BT 1814 184 153 0.023
JREFAYYREY JOEROS Y REY (B1E1K2) 1844 184 153 0.196
Jn7z/HRR JO7z/HRA 2184 339 337 139 97 0.063
JORF )L JaRFR)L 1610 152 710 0.004
Jowv Jovo 1954 231 205 0.002
JOoir)y JOoir)y 1919 241 226 184 0.017
JOEIJFF JOEJFR 1887 232 719 0.003
JoxEJoEL—k JoE7aL—k 2481 341 183 0.004
JOEHRR JO0ERR 2026 331 125 0.002
AFxHarJ—)L AFHaFJ—) 2172 214 175 0.002
w2 S o2 2380 252 171 128 0.004
RFS5FIL NFSFT) 2334 206 748 0.002
o a=11% N/FHa)lL 1853 259 120 0.003
~ATFEHA—IL ~AFBrH0—)L __ 1922 337 272 100 0.001
~NTEH0—)LTRF IR 2080 353 81 0.048

RILARY S RIVAR D (BT 2711 783 163 0.012
RIVAR D (BHEIR2) 2728 183 163 0.011

RyarJy—)u ~rayJ—)L 2060 248 159 0.001
RUTAAF) 2 RUTAAF) 2046 281 252 0.002
RTINS RISy 1668 292 264 0.002
RyILt—hk RUIL+E—h 1871 256 163 0.003
Ray Ryay 2555 367 182 0.003
RRFTE— mx;~71{—r<£1-¢14<1> 2027 283 195 0.043
RRAFT7HE—r(EHK2) 2032 283 195 0.047

RAT7IRY RRT7IRY 1870 264 127 0.043
RA AR RRAYR 2480 161 760 133 0.017
RL—bk RL—b 1703 260 231 121 75 0.008
XSFAY XSFAY 1963 173 158 0.002
SHnJAZ)L HnJA=)L 2198 179 152 150 0.015
AFSXD IV (BMER AT /XY L) A5V IV (BMER AT /XY L) 1915 249 234 220 206 0.006
AFEFAL AFEFAY 2115 302 145 85 0.009
ARFL o0 ARFS 0O 2495 274 228 | 227 212 0.004
ANTLY ANTLY 2097 175 153 717 0.022
AR/ ZROES }FE/ZHJE:D(E) 2169 238 196 191 0.005
ARS/ZRPOEY(2) 2212 238 196 191 166 0.010

ARSH0—)L ARSH0—)L 1975 238 162 0.001
AE VR R AEUIRR 1424 192 164 127 0.008
A7z vk ATz vk 2588 298 792 120 0.002
ATIVELSIFIIL ATIVENLSIFIL 2427 299 271 253 0.011




=E HHRILE YA RisEE BIEA A (m/2) 5ﬁ"(ﬁn§ﬁ
7oz 7oz 2308 269 119 0.001
E/JORNRR E/70kRR 1679 192 164 127 0.048
1)o7 2 (y-BHC) 1)o7 (y-BHC) 1779 219 183 181 0.011
Lo 2% 2359 153 136 110 0.002

OtEMBDE+FIEITRL, EMAIEREHMIBIZRLZ,
OBRBEE (T n-TIL N DRFREEEELLI-ETHY . 2HBETRO-EDO FYEEZRLT=.
QORIEAZTVDKRKFMFRIEEEANA Y. TOMIEEREAF U ETRT,
OBIERRIFIZAERRK2 4 LEGC/MSITTIALI=EEDS/N=10DETHY ., 2HBETRO-ED P TMEWNVADIEERLT =,

OFZKITH - TREIIHFRISOVWTHERBREARL. 2 4 LEGC/MSIZEALT=

58 . 0.08ngh i #1500.01ppmIZHH LT 5,




LC/IMS IZ X B RBED—FHABRIET (REWD)

1. a8 ba )
Gl S

2. dEE
Wik v~ ~ 777 - Ga&oHEt (LCIMS) kK a~ w757 « % o7 ZVE &5y
¥rt (LCIMSIMS)

3. A, M|

WITRT S OLSMNE, BAO 2 18T H0EHWS,

0.5 mol/L Y »gfkEmik (pH7.0) U U EE/KE -V 7 A (KHPO,) 52.7 g ROV Uiz K
F VUL (KHPO,) 302g Z&EDED . AKB00 mLIZEEE L., 1 mol/LKEE{bF ~Y
A0E 1 mol/LIERE 2 W CpHAZTOICHREE L7=1%., KEMAT1LET S,

FRIEEEER FREFEOMENH LR D,

4. BRI R L
1) fhi
O BH, THEAUOHIEEHOL S

k100 g2k 20 mL Zhnx. 15 o MiE 3 5,

T ER=FUABO ML ZMZ, REDTA X L%, WEl AT 5, AR ok
M7 F=FUL20mL 2 A, REVFA XALIE, BEAET 5, Bon-AEEE
O, TE =N VEIMATEMIZ100mL &9 5,

g 20 mL 2880 | b F U 7 A 10g KTV 0.5mol/L U U EEfRfER (pH7.0) 20 mL %
Mz, 10 53FIEE >3 5, #E Lok, DHELTKEEZETS,

F 72T AT Y AV =4 T A (1,000 mg) (27 h=KYUL10 mL ZEA
L. MHEIHETS, 20T ERZOTE b= Y LEEZTEAL, &5, 7 h=1
ya2mL Z2FEALT, KA, BRmEEST Y U A2 TlAKL, AT b
U LzAR LTk, A%z AOCLL T CIEME L., A2 RET D, EEMICTE N =1 UL
KOYhvxy (3 1) RiK2mL 212 TENT,

@ BE, BFE, ~—T, BLOE Yy TOHE

BE BRELRON—TOHEIE, BB 200g 2 BVERD, KLOE Y 7OEE1E, 3k 5.00
glZ/k20mL 2Nz, 15 /ikiE T %,

TR RF=RUAB0OmML ZNZ, REVFA XL, WEl AT D, A ok
M7 h=FUL20mL 2%, FEVTA A L%, WElAET 5, Soni-ARed
O, T =M EINATEMIZ100mL &35,

R 20 mL 280 | b Y A 10g LN 05 mol/L V v EEREfENR (pH7.0) 20 mL %
Mz, WEHT 25, HELIIE, DEELIZKEEZE TS, 78 F= kU BICEAKAET b
U LEMZTHAL, AT MY U LEAR LTIk, A% 40CLL T TlgfE L. Wit
ERETLH, BEWICTE = RUAKRRLT (3 1) BiK2mL 22 TENT,



2) ki

777574 NI—RAT I Tae v Uk U AF VB I =07 A (500 mg/500
mg) 2. 7B hr=F U LKERILT=Y (3 : 1) BIKI0OmML ZEA L, MHKIETETS, =
DAT A1) THONEEKREIEALZEZ, T2 = I LEQR M= (3 : 1) BK
20 mL ZiEA L, &EHKEZ 40°CLL FCT1mL DL FICEMET 2, 227 b 10 mL 200
ZTCTACLLTTImL U TICEMKEL, BETE b 5mL 22 TEMEL., BE2BRET S,
PR % A X 7 —)VIIEN LT, IEREIZ4AmL & L2b 02 BRIRiR L 95,

5. MEMMOIERK

KGO AETZHOWNWT, ZTNENDOT ' b= N VR EZF L, 2o &RE L%,
IR R OR RIEEL G A Y ) — WVIRIRE BRI T 5, TF 5 1 LZLCIMSXIILC/
MS/MSIZIEA L, B—7 @ik e — 7 mfsik CHRERE1ER T 5,

6. Tm=
BRI 5 u L % LC/IMS XX LC/IMSIMS IZIEA L., 5 ORMEMR CKERED G EEZRD 5,

7. R
LC/MS X% LC/IMSIMS (2 & v fz8 3 2.

8. HIESM:
BT F T ET NI AL B CRiE3~35um)  NEE2 ~2.1 mm, £ X 150 mm
77 HIEFE : 40C
BEIH : AN O BIRICOWT FORDOPEE A/ TERT D,
BEAPEE : 0.20 mL/%y
A% : 5 mmol/L FEfig T > =7 LKA
Bi% : 5mmol/L HfEET »E =7 LA XX ) — VB

R (90) | A (%) | BiE (%)
0 85 15
1 60 40
35 60 40
6 50 50
8 45 55
175 5 95
30 5 95
30 85 15

A F 2 AbE— K : ESI
T A A4y (mlz) : RIESR
PREFRER O B %2 - BIIESM



9. EERS
B3
7272 L BIZRITHEERRS (ng) OFlZRLIEHDOTH D,

10. HEFHHE

1) AEREOE

BREELREBNS T2 b= N LT L, T CKERWHZ, RE BEFICON
TIEF0FEE, BE., CHEAOEERHIZOWTIAZ ET AT U ) B AL I=h T
LATHE, Wb 77774 =R AT I 770y U by ) B 5 VEE I =8
Z L THHRIL, LCIMS XiE LC/IMS/IMS THIE K QMRS 5 HiETH 5,

2) EEA

O MFREFIAEZEATE LAV E L TFIEIOR LI L O TH D0, MR E R b MmAIC
FIAREZEA TS RWREEFEEMDPETENLHENRHLOTHET LI L, £, &
FRRE o0 B 70 2 BRI, LA ARITERIZ R LT,

@ ARHBIEITRNRITR LT 2 TOIEMDRIFF ST ZRFE L 72 b O TIER W, {LAaWIE L0
MHAERIZ L D035 OHE~DOTBEOBZENNH D7D, mhrxtg &3 1L EW O
HEDLRIZBNTHLN LD INLDHERIET 2 LEND D,

@ V VEERER OFREIIX, TR U AEEMEH L TH XU,

@ 7% b= MU AHHERICENT 28T R v A (10g) BETEH84F, BHLTYH
TV, o2 REENZ D,

® EAME L., B2 ERICRET BIEIL. EFKMEHOTRERLNIT ),

® LCIMS 31E LC/IMSIMS DJEEIZ L » Tik, RBRIRIEE S HICA X ) — LV THRIRT 5,

D KFIZ A Z ) — R CIEARREREREN D 5120 HIE TR BRIAIR O TR LS
1179, MERARIARFANT 5, HIROA— P77 —F v 7 FICHBRIRTTR 2 B R
BN,

® EMRREMEEDT-OIE, ~ MU v 7 AUHIEERR OTERERNE 2 WD Z &N y3E
REAEND D,

© EERBRRT, FHT 28, RBRERORMEGFE X ORBRIERIEARIZE D R0 T,
MBS U Clil S 2 a7 5,

11. &30k
1) Fillion,J.%, JLAOAC Int, 83, 698~713 (2000)

12. W
C



(RIR)LC/MSIZKPEEZND—FHARE [ (BEY)

LC/MS BIEAA> (m/z)

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

RA% pEgians  |EaRT ROT(IBE FRTAIRE ROTIBE FRTAIRE HER 3 (ng)
T2 T EE T # F(EE) F(EMH) ) F(EE) (EMHE) Le/Ms | Le/ms/ms
FHAFHRR FHAFHRR 0.82 325 347 | 215 | 183 325 183 112 0.003 0.002
FOVRAAFIL FOURAAFIL 1.05 318 | 160 | 132 318 159.9 | 76.97 | 132 0.005 0.003
7=OHRR 7=OHRR 1.22 368 390 | 199 | 157 368 799.1 125 0.003 0.001
TFINAIFY FRILAFUBla 1.46 896 | 891 | 897 | 567 | 305 891 567.3 | 3053 | 568 0.024 0.026
AVXYITILb—=IL AJ)XFHIILb—=IL 1.00 377 | 360 | 283 | 251 -358 | 359 360 251 360 | 144 0.004 0.003
A4Z7anyhalLd A4Z7anyha)Ld 1.15 321 343 | 119 321 119 203 0.002 0.001
125 49n7FYr 135 90FYR 0.53 256 209 | 175 256 209 | 175 0.008 0.005
AVEXHHILT ARXHHILT 1.28 528 550 | 203 | 150 528 150 203 0.002 0.004
FEXLHLRFIY FEXLHALRFLY 0.62 268 207 | 175 268 174.9 147 0.004 0.001
AUHU> AUHU> 1.17 -345 | -346 | -78 -345 | 281 | -78 | -147 | 0.003 0.001
FHORyIIFIL *FH¥OkyT—p—TIUIL 1.30 429 431 | 299 429 299.1 85 0.002 0.001
Pax U heybAXDIL XUy AEDIL 1.34 336 358 | 238 336 238 192 [ 179 0.014 0.001
YaFFT=oy YaFFT=>oy 0.54 250 169 -248 | -58 250 168.9 132 0.002 0.002
a7z /TR a7z /TR 1.15 395 175 395 1751 339 | 147 0.002 0.001
par*Jov7 PI=Ewi=Pri 1.33 324 346 | 120 -322 | -175 324 120.3 203 | 105 0.004 0.006
yRyEJ Y yRyYEJ Y 0.61 222 244 | 104 65 222 92 65 77 0.004 0.002
LFYI7IR LTFIIFIR 1.18 325 140 [ 108 325 108 325 | 261 0.005 0.001
I TJxF3K L)L TTF3K 1.25 413 435 | 295 | 241 413 295.1 | 241.1 | 203 0.005 0.001
AarJ—)L AarJ—)L 1.16 294 295 | 135 294 70 73 0.002 0.002
CAFYE=IL CAF)E—IL 0.96 210 232 | 140 71 210 71 140 0.001 0.001
F7oaTYR FroaJYr 0.64 253 255 | 126 253 126.1 90 73 0.004 0.002
FFRUEI—=IL FFRUEY—)L 0.75 202 203 | 175 202 174.9 131 0.001 0.001
FFAEY L FFPANEY L 0.44 292 | 211 | 314 292 211.1 181 0.003 0.004
FSILa%S S A FSLaFX LD L(EMK 0.94 330 284 -328 | -254 —66 0.009 0.001
FSLaX LD L(EMKR2) 1.08 330 331 170 330 137.9 284 -328 | -254 —66 0.001 0.0004
r)Farvy—iL r)Farvy—iL 1.15 318 320 70 318 70 318 | 125 0.004 0.003
MJFELT PUTELD (R 156 | 298 | 130 | 299 298 130.1 | 56.97 | 98 0.009 0.012
R TEILT (BHERKR2) 1.57 298 299 298 130.1 98 0.053 0.105
+7a7=UF +7a7=UF 1.19 292 293 | 171 292 170.9 120 -290 | -143 -93 0.003 0.001
ESVR—bk ESVR—bk 1.26 439 441 173 439 91 229 | 173 0.004 0.001
EY24UK EY24UK 1.05 319 320 | 139 319 139.1 179 93 0.001 0.001
I2x/¥HhLT I2x/F¥ AT 1.20 302 116 302 1162 | 88 0.005 0.001
STULYY 2z L2 (E) 1.10 2585 277 | 132 255 132 | 91 0.002 0.001
2LV (2) 1.11 2585 277 | 132 | 124 255 1242 | 91 132 0.001 0.001
TV AT4T7 L TIVATAT7 L 1.03 301 | 136 | 168 318 | 301 | 7679 | 136.1 0.003 0.001
I8+ JR21F)L 1.15 492 | 475 | 349 | 331 | 180 492 3309 180 0.001 0.001
25FAHhILT 25FAHILT 1.32 383 405 | 252 383 2522 195 0.004 0.001
QVES P QWVES P 1.31 431 433 | 119 | 105 431 1052 119 0.003 0.002
SLRADFL SILRAGFUAS 1.43 546 | 517 | 493 551 | 547 | 5711 | 240 | 493 | 337 0.031 0.012
SILRAGFUAL 1.47 560 | 525 | 507 565 | 561 | 5252 | 240 | 507 | 337 0.092 0.021
AFSTT/OR AFTTI/UR 1.12 -367 | -368 | -149 | 369 148.9 91 -367 | -149 -105 | 0.002 0.001
Syk7zy Syk7zy 1.32 479 481 | 344 479 343.9 223 0.004 0.002

OItEMEDHE+FIEITRL. BHEALRFHEIEISRL,
OMERHREFEM LAV F S TILb—IL (RIEFFR15-185) & 1 ELI-AARHETHY . 3~5AIERIR (NWFLDOIEE. BEMHE, RE. BEZFOAEFH IR —CEENELD) TOFHEERL -,
QREAFLDAFRFRITEEAAY . TOMITEEAFETRT,
OBIEMR R TIELEARRELC/MSET=ELC/MS/MSITEALI=EEZDS/N=10DETHY . 2~ 3B TROI-ED P THRE/NSIMEERLT =,
OBEAFVELTRETFATAF U ERHTATAFH L OB AERLEZBEITOVTIE. RADSLR/NDOIELEBERREL -,

OFREITHS>TREXFHFEICOVTHERBRERAAL. 51 LELC/MSUMS)ITEALL:

5& . BIERRFR0.05ngHVEE#1H0.01ppmIZHEH T 5,




LC/MS IZ X B REEDO—FHABRET (RED)

1. oiregieaw
Gl S

2. dEE
Wik v~ ~ 777 - Ga&oHEt (LCIMS) kK a~ w757 « % o7 ZVE &5y
¥rt (LCIMSIMS)

3. w3, Wik
WITRT HOLIAMNE, BAID 2127 TEDE WA,
KRR, K RIEOMENH O 0,

4. ABRIE IR L
1)
O BH, THEAOEIEFROLS

AAEF10.0g 12K 20mL =N x. 15 ZrffE 3 5,

ZRCTER=RUASOML ZINZ, REDTA X LT%, WG| ART S, A EoEE
WZ72 b=1rVUL20mL 2z, REDFTA X L%, WEA8T 5, BONEAEEE
b, T = ) EIMATEMIZ100mL &35,

FhHR 20 mL 240 | #E(kT b U 7 A 10 g &2 O 0.01 mol/L ¥5f& 20 mL Z /N %, 15 43 fiE &
2T 5, FE LIk, DBELIOKBER TS,

F 7 HET LN YT Y BV =T A (1,000 mg) IZT & k= kYL 10 mL Z7EA
L, MHKRITETS, ZOD T L EROTER=FIVEEZEAL, BT, 7TER=F
y2mL ZFEALT, RIEHKEZERY . WK FY U A2 M2 THK L, KRR T &
VL& ARI LT, A% AOCCLL N CIRM L, Wit ZRET 5, T . MY
TFLT IR n-~FH 2 (20:05:80) Bk 2mL 2z TAENT,

@ RFE=, BE, N—T7, BROK Y TOHE

R B ON—TOGEIEL, B 200g 2 &V D, BEOEK Y 7OEGEIEL, 36 5.00
glZ/Kk20mL 4. 15 fMkES 5,

ZHZTER=RUASOML ZIZ, REYFA R L%, WElART 5, A D&
M7 R=RrUL20mL ZM%x, REVFA A L%, BEl AT 5, oAz dE
O, TE =M EINATEMIZ100mL &9 5,

R 20 mL 2880 M b h U 7 A 10g LTON0.01 mol/L gz 20 mL 2Nz JR & 9 95,
e L7otk, DBEL7oKEEZE TS, 78 b= MU IVEBICHEKEEE T Y T A ZINZ CTRHEK
L., AR MY U LEAR LTk, A% 40°CLL T ClEfs L, IWEZRET 5, REY
7ty MIZFATI KR n-—~FH> (20:05:80) R 2mL # 2 THEMT,

2) i
YUBFNI=AT A (500mg) 12, AKX —, T hrK5mL ZIEREAL, £



WITEET5, SbiZn-—~FH o 10mL ZFEA L, MHKIIETS, 2O T AHI21) TEDL
NIEWIEZEZTEAN LR, Ty, NIZFAT I KO n-~FH% 2 (20:05:80) /EIK
10 mL Z{EA L, MHRIFE TS, RWT, T KA Z 2 —1 (1 : 1) {BiR 20 mL
ZIEAL, WHKEZ A0°CLL T Cilgfs L, Wi ArET 2, BEWME A X ) — TN LT,
EfElZAmL & L7cb O &R EBREIKR E T 5,

5. MEMOIERK

FEIREOEHERICOWVWT, TNENOT b= M) JWRKEZFAM L, 2D ERA L2k,
U7 IR R OSBRI E L Tl A ¥ ) — VIR Z BUSTHRRS %, 25 u LZLCIMSXIZLC/
MS/MSIZIEA L, B —7 @iE T v — 7 mbsE CRERE2 ER T %,

6. T
ERIRIE 5 u L & LCIMS X1 LC/IMSIMS ICIEA L, 5 OB TR EBRED G BAZRD 5,

7. HERRER
LC/MS X% LC/MSIMS |Z & v #EZR3 %,

8. MIESM:
BT AT T U U L (RiEE3~3.5 1 m)
717 NEFE - 40°C
BEFE © AR O BRI OW T FOEDRE AR THEERT 5,
BEHbEE © 0.20 mL/%y
A g : 5 mmol/L BEfET & = 7 LKA
B : 5mmol/L FEfRT > =17 A A K ) — VIR

WEE 2 ~2.1 mm, £ X 150 mm

RFfE] (43) | AR (%) | B ik (%)
0 85 15
1 60 40
35 60 40
6 50 50
8 45 55
17.5 5 95
30 5 95
30 85 15

A FAbFE— K : ESI
T A A (mlz)
PREFRF O B 22« BIRBHR

9. TEERA

Gl S

erE Ly BIFRITHGERS (ng) OBIZRLTbDTH D,

BRI




10. HEFHH

1) MBREORE

IR R BT b= R U LTI L, BEMESE T ORI . KRRV, R
K, BEECOWTIZEOER, BB, DEROEEEIC OV TIRAZ ¥ F v U by
UABFNI=D T ATHBE, WTRL YU B S I =0T ATHEL, LCIMS X
LC/MSIMS CTHIE MK OHERT 5 HIETH 5,

2) EEA

O MEREFIAEZEATE LAY E L TFIEIOR LI L O TH D0, MR E R b MmAC
FIAREZEA TS RWREELEM P EENLHENRHLOTHET LI L, o, &
FRRE o0 B 70 2 BRI, LA ARITERNIZ R LT,

@ ARHBIEITRNRITR LT 2 TOIEMDORIFF ST ZRGE L 72 b O TIER W, {LaWIE L0
FHAERIZ L D035 HE~DOTBEOBZENRH D7D, mhixtg &3 oL EW DM
HEDLRIZBNTHLN LD INLDHERIET 20BN D D,

@ 7E h= U HRICENT 28T N v A (10g) BNETELHEAIE. BHLTH
FWR, toictafnT 2&E Nz 5, £, WEREWREKEZNRET D20, Folcike
Y LTHAET N U LAEBRESED,

@ AR L, B2 ERICBRET DHIEIL. EFKMEHOTRERLNIIT ).

® LCIMS X% LCIMSIMS DJEEIZ K- Tik, BBRIERZ S HICA Y ) — L THRT 5,

® HFITA X ) — VR CIEARREREREN D 5120 HIE TR BRIAIR O TR L/
179, BERAREKIHERNTZ, BEOL— o757 —F v 7 fICRBRIATK 2 5 R

B,
@ EfERNEMZSGL 72012, ~ MU v 7 ARIEERR U ERINEZ W5 2 &2
VBRI EN D 5,

EEMRFE, AT DE. RBRIEH ORGSR R OB RIEARIC L Y B 50T,
MBI U TR SR 2 a5,

11. Z& 3k
L

12. 7Y
C



(RIR)LC/MSIZKPEEZND—FHABRED (BEY)

LC/MS BIEAA> (m/z)

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

RA% pErgians Pt RoromE | 2ironE RO IHE FRTAIRE HERRR (ne)
U TwE | we | wm | 2| B | FED F (et 5 | 7D F (=) Loms | Loms/ms

MCPB MCPB 0.97 227 | -141 -227 | -141 -227 0.278 0.012
FAFFR =L FAFFL =L 0.73 -370 | -126 -370 | -127 -215 0.001 0.003
FL2IWNA NI FL2NA T 1.04 -360 | -316 -360 | 316 -195 0.031 0.023
AIFE 1IFF> 0.54 312 | 267 312 (2673 | 199 | 128 86 0.001 0.001
vi=ri=Pri so7oyvr 0.64 -199 | -127 -199 | -127 -71 0.088 0.023
HaSU RS LAFIL YOSV RS LAFIL 0.81 430 | 398 430 | 398 | 3702 | 153 0.008 0.006
4-Hynn07x/ xS FEEE 4-yO07z/ % BrEE 0.55 -185 | -127 -185 | -127 -185 0.117 0.011
LHZ=IF LHZ5=)F 0.92 272 | -160 -272 | -160 -228 0.005 0.002
SHART L SHART L 0.84 406 | 161 406 | 161 378 0.017 0.003
Pi=Vwi=sPr) =Vl Pr) 0.86 233 | -161 -233 | -161 -125 0.057 0.012
ORLYY ORLYY 0.48 -345 | -143 -345 | -143 -239 |-221.3| 0.066 0.055
FOFAAY FoF7RXAY 0.84 219 | -100 | 221 102 128 -219.1| -100 0.002 0.002
FIIVRITAVAFIL  |FITDRILTAVAFIL 0.50 388 | 167 388 | 167 126 56 0.013 0.001
k)HaE L Ri=[=]” 0.81 254 | -196 -254 | -196 -218 0.132 0.006
KJZJLZILTAY AF L KJZJLZILTAY AF L 0.92 493 | 264 493 | 264 96 0.005 0.001
1-F 72 BEEE 1-F 7L BEEE 0.63 -185 | -141 -185 | -747 -185 0.486 0.073
Naxiky7 Naxiky7 1.08 362 | 316 362 | 316 288 91 0.010 0.002
TILAYTS L TILAYS L 0.44 326 | 129 326 | 129 326 | 109 0.008 0.005
J)LAFLEL J)LAaFEL 0.48 253 | -195 -253 | -195 -233 0.421 0.116
JOEXTDIL JOEFXLZIL 0.57 276 | -79 -276 | -81 | -788 |-2759 0.002 0.011
TASRAS L TASRAS L 0.55 360 | 129 360 | 729 360 82 0.012 0.003
RAY T RAY TV 1.04 —437 | -195 -437 | -195 -316.1| -222 0.008 0.005
RO Tz=a0y RO Tz=a0y 1.00 248 | 129 248 | 129 93 0.004 0.001

Aa378y7 (MCPP) 0.85 213 | -141 -213 | -141 -71 0.028 0.005
>azav”

A2378yF(MCPP-P) 0.85 213 | -141 -213 | -141 -71 — 0.036

OLEMRBDE+TFIEITRL. BUAK I REFRMIEISRL,

OMERHREFEM LAV F T TILb—IL (RIEFFR15-185) & 1 ELI-AARHETHY . 3~5AIEIRR (NWFLDOIEE. BEMHE, RE. BEZFOAEFH IR —CEENELD) TOFHEERL -,
QREAFT Y DAFRFRITIEEAAY . TOMITEEAFERT,
OQBIER R FIZEBRRELC/MSESIELC/MS/MSITEALIZEEDS/N=10DETHY . LC/MS/MSIZDWNTIL2HFE TRO-ED D T/INEULME, LC/MSIF1HIETRO-ETHS.
OQOBEAFVELTRETATAF U ERHTATAFH L OB AERLEZBEITOVTIE. RADSLR/NIDOIELEBERREL -,

OFEKITHOTEEXIHRICTOVWTHEBZHEFRL., 54 LELC/MSUMS)ITEALIEA . BIERF0.05ngAN i #1#0.01p0pmIZH LT 5,




GCIMS IZ & 2 BEZED—FRBRYE (BKED)

1. O gibaw
. TENG. BTl Bk O EOSE T, BlER 138
. IR NI B AHSOHAL, Bk 2 5]

2. HEE
HATa~ N7Z7 T HE&SHE (GCIMS)

3. . Wik
RITRTHOLSMNE, RO 21T HDE2 V5,
TR B REREOMEDR LR b o,

4. BRI RNE
1) fhH
O W, REG. g, Bk R0 6

R, AP, BE L O EoSA X, Bk 200g 2BV RS, IBViOEAIL, 5.00g 2 &
DE:D,

ZHUTAK20mL 2R, REDFA AL, T RO KRDO n-~FH 2 (10 2) JRi#K 100
mL 0z, SSHICKREVFA XLk, 5 2,500 [H#ET 5 0 himE DaBE L. AEEHRS,
FREWIZ n—~FH o 50mL 1z, RETFA RX L%, 85 2,500 [B]#5C 5 4y Do BEd
%, HFoNT-AEEZ DY, TR N v AZMATHKL, BB N vA%25
BT 5, Az AOCLL T CIRME L., Wik a#RE L%, BEYWOEELZHIE L. 2 eiitiis
MERET D, BEVMOLETIT—ERERY, YVREBEI/a~ N T 7 4—HBT7 L5 (R
FLUVEZNARCBUVEGERT T L) ~OAMENRE 5.0 g HYEIZR D L oI GRE
50 g FOHHAENIEDS 05 g A D5E 121X, 77 LA~OAmE RGN 0.50 g FHY &I
RAHEEHT) TER AR Za~xHr (1 4) RIEICENT,

@ F. IR BRODEAE

FLEOUROHATE, B 200g 2BV ED, XHASOHAE, B 200g 2BV ED . K
20mL AN TN,

AT ER=RYL100mL #I1Z T, REDFA X L%, 45 2,500 [HHE 5 455804y
BEL ., AR ZR S, BRI TE b=hULB0mL Z1%., RETFA X LI, H5 2,500
A5 C 5 sz O o BET 2, o AlEZ a0, HibkT M) v A10g 2z, IREDT
B, BHE L%, DEELT-KEEE TS, 7 b= MU VEIcEKmEET U o A& 2 TR
KU, BB NV U LEARN L%, A% A0CLL R CIEM L, WiEZRET 5, LD
INDYGEE., B E IS NVREB I a~ N T 74— T L5 (RAF LV E= AR UHE
BRI T 1) ~OARENRE 5.0 g M EIZRD LT B b RN At (1:4)
BRI, 3B HOo0BREAE, BEME T2 o kO n-~F¥ 2 (1 : 1) IBIRICEN L,
Efelz10mL &9 5,



2) FEH
O A, BB, fUrE, LR OYROSE
a TIVRBI/u~ R NTTT 14—

1) T DIV % 4y 3,000 [EI5 T 5 sy OB L. 20 R 5 mL & 7 /Wi 7 =
~ NS4 —HTFA (RAF LU AR UIEAR T T L) ITHEAL, TE R K
Ry Zua~fty (1 :4) BETHEHT D, 727 UF M) CORFR#NS N7 TV —
NVOEHIE T £ ORI ZRY . 40°CLL P CIME L, WA RET 2, BEMICTE N &
Wn-—~FH> (1 :1) BiER2mL 2z TENT,

b =F LI TIV-NTab UMb U D FEAN AT AT a~ NTT7 4 —

TFL VT I-N-TrEAT U U U BTV =T .5 (500mg) IZ7 & R KD n-
~FH (1 :01) IBIKI0mL Z7EAL, WHKIFHE TS, Z0OH T Al a THONWTEEIKE
HEAL, &6, 7T RO n-—~FH> (1 : 1) BIE20 mL Z27FEAL T, &EHREE
V. A0CLLT T L, Wit 2 bRET 5, BEMEZTE M K n-—~FH 2 (1 : 1) RIRIC
Eh L, IEfEIC 1mL (ERGOA1X05mL) & L DOERERAIRE 35,

@ Flig e OB D 5 5
a TNREIA~NITT 4—

1) T3 DAV 2 4547 3,000 [HIHS T 5 il DBl L. €0 BB S mL & 7 /ViRiE 7 v
NI TTA—RA T (AT LUV AR BVIERARD T L) ITHEAL, TR RUK
Vo rm~Fihe (10 4) BRERTENT 2, 727V F MY o ORFR#AOT7 7 V7 B~
DAL T L TOMSy (5 1) KOS T OB T 16 b 27 7Y — VORI T £ T
Oy (i3 I) 255,

b =FLUPTIVN-TeEAT VU DB TNI T LTI u< 8T TT 4 —
TFLTTIV-N-TarEe T b Y VI =017 5 (500 mg) 127 R KR
Zu~Fo (1 :4) B 10mL ZiEA L, MERITEE TS, 2087 AZES T Z2EAL,
SHIC, TER ARG ZaAFH 2 (1 4) BRE5mL Z3EAL T, BEHKEAERD . 40C
LUF Cliefe L. W2 BRET D, REMIZ n-—~F P 1mL 22 THENT,

c VUBFNIT LU NTTT 4 —

YUBTNI=AT A (690 mg) 2 n-~FH 10 mL ZFEAL, WHRITE TS, Zob
T AT TEHLNZRRETEAL, 512, n-—~FH 10 mL Z3EAL, HHERITE TS,
WNT, BT ACm—=T VKRN n-~FP> (1 :19) R 15 mL ZEAL, BHiEE a T
HNTCES I EE, 40CLL T Tl L. WA i 2, EME T2 o I n-—~FH
> (1 1) JRIRICEN L, EfEC1ImL & Lizb 02 BRIRiE L 75,

@ 1T BAHODEE

TFLTVTIVN-TrEALT Y LT Y BV =T . (500mg) (27 R kDN n-
~FHL (1 :1) BIKII0mL ZFEAL, MHKITHE TS, ZOH74HI21) THLIETE
R RO n-~FH>2 (1 : 1) BKEE25mL Z3EAL, 512, T bk n-~FH
(1:1) JRIR20mL ZiEAL T, 2EHREERY . 40°CLL P CIfE L, B2 BRET 5, 5%
BaT7T e b kO n-—~FH 2 (1 1) BIKICHEHRE L, EMECImL & Leb Oz BRETK
LT 5,



5. MEADOIERR

FEIREDEYEL (ZHOWNWT, TRENDOT & F U IRiEEZHRI L, 2N b ERA L1k, #Y)
IR EIPH DR EIRE L ST T ho kN n-~F %o (11 1) IRERIRZBOSHNT 5, #
NEN2 uL % GCIMS [ZIEA L, B —7 @i XTI e — 7 L CREREER T 5,

6. &
BRI 2 nL % GCIMS IZIEA L., 5 OMER CHEKOEGEL KD D,

7. fERREER
GC/IMS IZ XV i3 5,

8. WELMt

GCIMS

BTN 5% T x=)L-AF )L ) ar NE025mm, £ X 30m, EE 025 m
71T KR 50°C (143) —25°C/4y—125°C (0 4y) —10°C/43 —300°C (10 43)
HEALIREE : 250°C

Fr v —HRA: YA

A A AbE— K (FE) : El (70eV)

FieA Ay (mlz) - BIFE 1 KO 2 2

R O B2 - B 1 RO 2 2

9. ERRER
RIZE 1 R ORI 2 B
772U, Bl 1 ROBIR 2 ZRERR (hg) Ofl%RLEbOTHD,

10. HEEFHE

1) AREEOHEZE

BB ELHENO T2 b RO n-~FH > (11 2) BTl (AL, IR BHSD
BEFTE =RV ATHH) L, Y VREI/ e~ T 74— RO F LT I-N-7
DAY Y TN T A a~ v T 7 4 —THREL (FHBLOBIEROSEIZT U B
FNHTEIua~x N7 TT7 4 —%BIL, IIbARODGERIIFNVIREBEI e~ NI T 7 4 —%4
&9 %). GCIMS THIE K MHERT D HIETH D,

2) HEEMA

O BIFE 1 ROBIE 2 13AREZ#BH CE 2bAWE HHHIEICR LI O TH D03, Bililxg &
7255 BIZIEAREZ#E A CE RV EOILEMNEENDILERHHOTHET D Z &,
F iz, RFFR O 872 2 B RIE, (LEMAMICERNR Uiz, £, ofrHic kT 55
iR 2 JE LW DA, Tl &R Liz.

@ ARBREITHNFR 1 H ORI 2 1R L2 TOILA W DRIEAIHT 2AREE L= b D TIiEAe W, 1k
BRI LD BEAERIC X D0 MR% K OHE~DTHEDBENNHH120, g +5
(LA DOMBEDREIZBNTH LN UH NS DR ERAET 50NN H 5,

@ HEEIZIZ, FATa~ NTT 7« 2T DAVEESGHTEE (GCIMSIMS) O ATRETd 5.

@ 7 = U UHRICERINT 28T U U A (10g) BAETELHAE. BHLTH X



W, Hariciafnd 2 EE A D,
® W L. A2 2RI BRET D8I, EFKME AW TERSITIT S,
® FWRE T a~ 7T 7 4 —FEOFIELLTFICRT,
HTh: AF LV ANRCBUHESERD T A (N 20 mm, E X 300mm) (ZH— R
NTLELTAF LUV ARCBUHEART T A (B 20mm, £ 100 mm) %
B L7 b o, XRS5
BEE : 7T RO 7 a~xHr (10 4) BRI
ik © 5 mL/min
717 HRJE - 40°C
HEAR : 5mL
T X —E 254 nm
SEGEH c RO FIEIZE D HENTHIRE L TEL,
T7UF R KON V7T =D 5mylL IBATARZ B CIRE L, o 5mL %
TFMEEB 7 a~ 7T 7 4 —HH T ATHEALT 254 nm TE=F— L, WHILE Z il
% o VAR %3884 72 B T4y L L C GCIMS TRIE T % 72 Sl 22 7352 AV Th L,

a AL BN, A, LA OUROBE OSEER (1 58)
T UF MY ORFEENS P 7 T — VORI T T AE T,
(f51]) 58~165mL (&3 107 mL)

T7oUFRIY IS HST—I

HEEEE
58 mL 165 mL

1 AL BN, L LR OUROSE O 5y

5

b g OB OSE Oy B (X 2 28)
oL 727U F M) ORI GT 7 U R OB TT5E T,
BT @5y I OB TN R 7 T — LOEHBR T 5 £ T,
() Hi5y I :58~65mL (&&F7mL), E4r I : 65~165 mL (A& 100 mL)

ToUFRIY KNI OST—IL

|
T EHI |
165 mL

B4 1 (58~65mL)
RHERDEZLED

X2 AFliEb O g D356 045 B



@ 2 = T DI SO RS OV AR % FRTTATV . TR A R L B
Do

® NElf A R B CIE, RIRTAROIREREERIMEL 225, 2O, FEoNERE S
BIARVEAITIE, HHIEN 2 AT EE S n~ |75 7 ¢ — DU O A BEAT
Wit & CRBRIIR & T 5.

@ ERARIER ARSI, < b Y v 7 AR & 5 = L 250
TRBAND S,

© ERIRFIE, MR HHE, RRTERO ISR R ORRSREARIC L RAE 0T, &
WIS R A A AT B,

11. BE 3k
L

12. B



(AIFT1)GC/MSIZKDEREFD—FHERE (BKEY)

BE% SRR EME RiEEE BEAF (m/2) ﬁ“%ﬁ
0,p-DDT 2289 237 | 235 0.001
DT p,p’-DDD 2285 237 | 235 0.001
p.p’'-DDE 2192 318 | 246 0.0005
p,p'-DDT 2367 237 | 235 0.001
EPTC EPTC 1360 132 | 7128 | 86 0.002
T OURAAFIL T OURAAFIL 2570 760 | 132 0.006
V2% V2% 1755 215 | 200 0.001
7Z98—)L 75%0—)L 1899 237 | 188 | 160 0.001
FILEY O RUT ALY FILEYY 1993 263 | 261 0.003
FLRYS FLAYY (REEIRU2) 2066 136 | 123 0.002
TLRYY (BIEARIRT4) 2075 136 | 123 0.002
AVTAFAS> AVTOFASy 2175 290 | 231 189 | 162 | 118 0.002
£FasSA 47’1:127}-*/ 2452 316 | 314 0.010
AT HARE 2536 329 | 187 0.022
A1) )L A1) )L 2171 215 | 173 0.003
e IRTzo\LL—b (BT 2951 479 | 225 | 181 | 167 0.059
Jz/N\LL—k -
IRTzoN\LL—b(E1ER2) 2982 479 | 225 | 181 | 167 0.003
IFAY IFAY 2279 384 | 231 | 153 0.0004
IrIAE—F IrTAt—b 1951 286 | 207 0.002
IrFOkR IrFORR 1640 200 | 158 0.006
INJSTI—IL INJCTI—IL 1456 213 | 211 | 183 0.001
a-IVRRILTFY 2150 243 | 241 | 170 0.012
IVRRLITFY B-IURRILI7Y 2277 241 | 195 0.014
IVRRILITFURILIT—h 2362 274 | 272 0.004
IRy IVRYY 2255 317 | 263 | 245 0.005
TXHTTIY TXHTTIY 2187 344 | 258 | 175 0.001
XTI ANTIY XTIV ANTTY 2197 361 | 252 0.004
ALRFS D DILRFS D 2211 235 143 87 0.002
F/XxT1 */x0xy 2353 307 | 237 0.001
ForEY FUrEY 1764 249 | 237 0.003
ILIED LAFIL HLIES LAFIL 2203 206 | 132 | 116 0.002
cis=Z0aJLTY 2148 375 | 373 0.001
a)LTY trans=Z A LT 2121 375 | 373 0.001
FxoonLTy 2071 389 | 387 0.006
J0aJILEYRR I0JILEYRR 1980 316 | 3714 0.004
JBIIVEYRAAF L 0)LEYIRRAF L 1885 288 | 286 0.0003
gaLIzFEIL 2oz FEIL 2221 406 | 247 59 0.002
HOLTTUE LR (E) —7D)L7:|:>I:: URA 2046 323 | 267 0.009
(2)-7aILITTVE VKRR 2069 323 | 267 0.003
Visl=k o) VisisE Sl 1509 208 | 206 | 793 | 191 0.001
gAY L—k saaARYSL—k 2262 253 | 251 | 139 0.003
Jark—)L Sark— LS R (4,4- 9RAA"YY 71)Y) 2014 250 | 7139 0.003
¥ 3% DZI% % 1814 274 | 186 89 88 0.001
. . Bk y (BERD) 2572 197 | 181 0.009
PZAY=1 102
DABR) Y (BIER2) 2596 197 | 181 0.009
CITZITIY CITZITEY 1634 769 | 168 | 167 0.0004
Sor/atT—I i/:j:/:w-‘/:—)l/(ifréww 3019 323 | 265 0.009
2271/ —)L (BK2) 3027 323 | 265 0.007
IR (R 2777 226 | 206 0.034
. . IV (BIEIR2) 2791 226 | 206 0.029
STV =
TIILR) L (RIEIARS) 2799 226 | 206 0.042
LN (BIER4) 2805 226 | 206 0.050
CIONTI=hY CINTI=HhY 2396 394 | 266 0.0002
S Faaty—L i/jn:d-‘/: —IL (R 2238 224 | 222 0.008
LFaary—IL (EHEK2) 2240 224 | 222 0.006
DRIVAN) D (BT 2823 165 | 7163 | 127 0.039
S RLARY i/&;ww*/(iﬁbkz) 2837 165 | 763 | 127 0.025
RIVAN) D (BIEIRS) 2845 165 | 763 | 127 0.041
IRIVAN) D (BIEIRY) 2850 165 | 763 | 127 0.034
Iy Iy 1748 201 | 186 0.003
2EOAHE zn::ns\:ﬂfp(i'l'im) 1896 198 | 101 | 100 0.002
AEOFHI (B1ER2) 1948 198 | 101 100 0.001
BATOID BATOID 1791 304 | 179 0.004
FARANT FARUALT 1985 257 100 0.001
FA A FA A 1724 125 | 88 0.002
FILEYO RUTAILEY Y FAILEY 2208 277 | 263 0.010




mB %

SR BILEHNER

REFER

BIEAF> (m/2)

BIERF

(ng)
FESUOILEDRR (2)-Tr570)LE VKRR 2121 331 | 329 | 109 0.002
F7arJy—I F7arJy—L 2398 250 | 125 0.005
FILM)Y FILM)Y 1816 197 | 177 0.0004
— . - . TILAAN) D (BIEETD) 3029 253 | 181 0.417
TIEA L RURSAAMY TILAAR) D (REK2) 3059 253 | 181 0.008
FILITRYY FILITRYY 1944 241 | 226 0.001
FILIRR FILIRR 1781 231 | 153 0.002
R)TOA/—)L R)TOA/—)L 2095 768 | 112 0.010
)T O AR )T AR 1999 210 | 208 | 181 0.010
r)7VJRR k)7YHRR 2310 177 | 172 | 161 0.014
r)7L—k r)7L—k 1827 270 | 268 | 143 0.003
r)ZILS) Y r)ZILS) Y 1661 306 | 264 0.001
INSGTFAY INSTFAY 1996 291 | 139 87 0.004
INGFAUAFIL INGFAUAFIL 1899 263 | 109 0.002
EALRARS I:7r LRAR) 2 (BiEED) 2401 171 | 123 0.223
EFLRANID (BIEIR2) 2413 171 | 123 0.005
Eayrozy Eal)rozy 2477 376 | 238 0.001
EF LA —IL I::7:-}l/5!/—)b €3:3%3)) 2700 171 | 7170 | 168 0.0004
ETILA/—)L (RHEK2) 2714 171 770 | 168 0.002
EozrY =2 I 2471 781 | 166 | 165 0.001
EXOZLTREFOR EXOZLTRFOR 2407 177 | 176 | 149 0.001
ES40/RR ES4oOkR 2664 362 | 360 0.004
ENERY EUFRY 2732 309 147 0.004
E)7oxs oy E)7oxi oy 2578 226 | 7136 | 78 0.002
EUShILT EUShILT 1839 238 | 166 | 72 0.001
EVYIRAAF)IL EVYIRAAF)IL 1941 305 | 290 0.001
ELRS I::L/I~'J>I 2297 162 | 133 | 123 0.154
ELkU T 2629 167 | 761 | 160 | 107 0.258
Erynvyy Erynvyy 1890 287 | 285 | 212 0.002
T7LT—)L J7LT—)L 2334 218 | 217 0.005
J470=)L J470=)L 2049 369 | 367 | 351 | 213 0.002
JIF SRR JIFIHRR 2152 303 | 2838 | 154 0.009
JxFYJ)EL JxF)EIL 2631 251 | 219 0.007
Jr=hOFF Jr=hOFFY 1949 277 | 260 0.003
Jx/%47ayIIFIL Jz/%970vIIFIL 2667 361 | 288 0.003
Jx/ThILT Jx/ThLD 1609 150 | 121 0.001
JIUFF JIVFF 1990 279 | 278 | 169 0.001
SruLL—h I El/l/—F €3:323)) 2953 225 | 167 0.006
Jxo/\LL—h (B1ER2) 2982 225 167 0.022
JxJarJ—)L JzoJarJ—) 2776 798 | 129 0.004
Jzr7ansry Jzo7ossk)Y 2495 781 | 125 0.006
Jzo7AEEILD Jz7OEELD 1991 303 | 129 | 728 0.001
J7oozy J707Ivy 2204 305 | 175 | 772 | 106 0.004
JILEoaFJ—)L JILEraFJ—)L 2723 375 | 342 | 340 0.001
INCHFYZIL IVTFFI=)L 2169 248 | 154 0.004
SRy F—h 7)bi/|~')*—l~(i'lt1$1) 2847 799 | 157 0.011
L) R2—k (B EA2) 2874 799 | 157 0.017
LISV —)L IS5 —)L 2202 234 | 233 | 206 0.001
TSI LS 2162 323 | 281 | 173 0.003
TRV LR 2908 329 | 328 0.003
JayosxX Jo4so5X 2738 310 | 780 0.014
JOYsRy oLy 2088 285 | 283 0.003
Jo/i=)L o= )L 1879 217 | 163 | 1671 0.013
Jo/8LEFyk FOLEy (BRI RT2) 2402 350 | 173 | 135 0.014
SaEaty—i 7l:lt::|7-‘/“—)lz(§’r${$1> 2348 261 | 259 0.007
JoEa+J—IL (EK2) 2362 261 | 259 0.006
JOEHsR JaEHER 1789 175 | 173 0.003
JO7x/ERR JO7x /)RR 2186 339 | 337 0.004
TaRAURR TARZUKRR 1777 194 | 138 0.004
JoEJarL—k JaEsOEL—k 2487 343 | 341 | 339 0.005
AFXHH/OORUEY AFxHyoastEy 1717 286 | 284 0.001
~FEHANL ~Z4450)L __ 1920 337 | 274 | 272 0.001
ANTEHO )L IRF IR 2072 353 | 351 0.001
RILAR S RIVARYY (B 2706 184 | 183 0.003
RIVAN) D (BiEIKR2) 2723 184 | 183 0.003
Ryary—IiL ~RvarJ—)L 2064 248 | 159 0.003
RUTAAR) ROTAAR) 2047 253 | 252 0.005




BIERF

mB4£ SMRRILEYE BREEE BIEAA> (m/2) o)
RA AR RR Ay~ 2480 161 160 0.008
RL—bk RL—bk 1700 260 | 231 75 0.010
ISFAY ISFAY 1965 173 | 127 | 125 0.006
RJa=)L Si=pi =y 2198 779 | 150 0.006
AFEFA AFEFA 2113 745 | 85 0.003
ARFTHO0—)L ARFHO—)L 2491 228 | 227 0.002
AT ATV 2097 7197 | 153 | 111 73 0.009
ARSo0—)L ARS0—)L 1977 238 | 162 0.002
)72 (7 -BHC) 1)>F > (¥ -BHC) 1775 219 | 183 | 181 0.005

OtEMANE+FIRITRL. BRI REFEMIEICRLS.
ORFHER LN —T LA DRFFHERLELLIBETHY. 2~ B TROEDOFEERLI=,
QREAAVDARFRFRIEEAA . ZOMITERAAVETRT
OBIEMRFIFIRERBK2 4 LEGC/MSITEALIZEEDS/N=10DIETHY . FHETROIEOPTRE/NSWMEETRLT.

OFEIZHE>THE

* HMEHUBZAVTHRBR (RREEB 1ML ZRRLBE,
*2 440625010 L 8 (RIS E80% D EE. fEF0.5eITHE T AHME) AV THERIRR (REBRE05mL) ZRARLIES,

BRERABL., 2 4 LEGC/MSITEALISE . BB TIX0.1nghs | BERA?TI30.025ngA5 5K 4 H10.01ppmITHH L T3,




(AlF&R2)GC/MSIZKDEREFD—FHERE (BKEY)

BE% BIRRILENE Rz AEAA (m/2) ’5"?55
0,0'-DDT 2289 237 | 235 0.001
- p,p'-DDD 2285 237 | 235 0.001
p,o'-DDE 2192 318 | 246 0.0005
p,p'-DDT 2367 237 | 235 0.001
FOURAAF IV TOURAAFIL 2570 160 | 132 0.006
FEAITYR FTHEEITYR 2458 152 | 126 | 90 0.022
77—k FtEIz—k 1436 136 | 94 0.003
FIXRAROEY TIFRAROEY 3083 388 | 345 | 344 0.002
v 2% V% 1755 215 | 200 0.001
F5978—)L F7540—)L 1899 237 | 188 | 160 0.001
FILSHILT TILSHILT R 897 715 | 100 0.012
FILEXTHILT TILEXRL AT 53 1131 80 68 0.003
FILEYORUTAILEYY FILKYY 1993 263 | 261 0.003
FLRYY FLRYY (BIEEIRU2) 2066 136 | 123 0.002
FLRUD (BHEERIRTY) 2075 136 | 123 0.002
N O PEDL 2066 255 | 213 | 121 0.004
A/7xIHA AYITTURRF TV 1998 229 | 201 0.003
AVTOFAS AVTAFASY 2175 290 | 231 | 189 | 162 | 118 0.002
AFasty Ewi=Dr 2452 316 | 314 0.010
A1) )L AHIL 2171 215 | 173 0.003
SrULL—F IZ?I://SL/I/—F (EMHK1) 2951 4719 | 225 | 181 167 0.059
IRTzo\LL—b(BER2) 2982 479 | 225 | 181 167 0.003
IFAY IFAY 2279 384 | 231 | 153 0.0004
IrIAE—b IhIAt—b 1951 286 | 207 0.002
IrFARR IrTARR 1640 200 | 158 0.006
a-IVRRILT7Y 2150 243 | 241 | 170 0.012
IVRRILITFY B-TURRILI7Y 2277 241 | 195 0.014
IVRRLNITFURILTT—h 2362 274 | 272 0.004
I RYY IVRYY 2255 317 | 263 | 245 0.005
TEXHTTIY FTEXHTTIY 2187 344 | 258 | 175 0.001
FXINAINTZY FXINA LTI 2197 361 | 252 0.004
FARI—h FART—F 1596 110 | 756 0.005
ALy L AL L 1912 744 | 115 0.001
HILRED D HILRES D 2211 235 | 7143 | 87 0.002
HILRTS HALRIZD 1742 221 | 164 | 149 0.001
*/xL01y */%x2010 2353 307 | 237 0.001
] o FUMEY 1764 249 | 237 0.003
JLIED LAFIL ILIED LAFIL 2203 206 | 132 | 116 0.002
cis=7AILTY 2148 375 | 373 0.001
ya)lLTy trans— A LT 2121 375 | 373 0.001
FEonLTy 2071 389 | 387 0.006
~aILEYHRR aILEYHRR 1980 316 | 314 0.004
HJBILEYRAAF L HJBILEYRRAF L 1885 288 | 286 0.0003
sO)lLJzFEIL yO)lLJzFEIL 2221 406 | 247 59 0.002
HOLTTUE KRR (E)—OD)LTI‘/I::‘//‘kX 2046 323 | 267 0.009
(2)-7aILTTE KRR 2069 323 | 267 0.003
vi=I=ES) vi=1=ES) 1509 208 | 206 | 793 | 191 0.001
oYY L—k saaRYSL—k 2262 253 | 257 | 139 0.003
Cak—IL Sak— LAY (4,4-5" 9008 71)0) 2014 250 | 139 0.003
DZ %N ¥ %N 1814 274 | 186 89 88 0.001
. . ookl (BEED 2572 797 | 181 0.009
»mkuY ookl (BiER2) 2596 797 | 181 0.009
CITZITIY CITZITIY 1634 169 | 168 | 167 0.0004
o G D2x/3F VIV (EEED 3019 323 | 265 0.009
v7T/AFI =N ox/a1—IL(BiER2) 3027 323 | 265 0.007
IR (BT 27717 226 | 206 0.034
SR ?7)%')‘/(&1&%2) 2791 226 | 206 0.029
2L (EIHEKS) 2799 226 | 206 0.042
IR (REIR4) 2805 226 | 206 0.050
SIONTI=hY CINTI=hY 2396 394 | 266 0.0002
. o 70ary—)L (BEK) 2238 224 | 222 0.008
¥7a33J—N Loary—IL(EHEK2) 2240 224 | 222 0.006
SRILANY D (BIEIRT) 2823 165 | 7163 | 127 0.039
SRJLARYS i//\:)ww‘/(iﬁ%z) 2837 165 | 763 | 127 0.025
SRILAN D (BIEIRS) 2845 165 | 7163 | 127 0.041
SRILAN D (BIEIR4) 2850 165 | 7163 | 127 0.034
RN EV 1748 201 | 186 0.003
CARI—F SARI—F 1733 125 93 87 0.005




SR EIEENSA

REFHER

BEAA (m/2)

HIFERR

(ng)
- xn:‘:mﬁeﬁs“/(i’rﬂm) 1896 198 | 101 100 0.002
ZAEOXH3I (BHER2) 1948 198 | 101 100 0.001
BATSIV BATSIY 1791 304 | 7179 0.004
FFRUET—)L FFRUEY—)L 2091 201 | 174 0.002
FAR AT FAR AT 1985 257 | 100 0.001
FA A FA A 1724 125 | 88 0.002
FILEYO RUTAILEYY FAILEYY 2208 277 | 263 0.010
FrSOLEVRR (2)-Tr50ILE VKRR 2121 331 | 329 | 109 0.002
F7arJ—) F7arJ—) 2398 250 | 125 0.005
TR TR 1816 197 | 177 0.0004
— . = . TILAAN)V (BIEIRT) 3029 253 | 181 0.417
TNEAZRURSAAN TILEAN) L (BEIKR2) 3059 253 | 181 0.008
FILIRIY FILIRYY 1944 241 | 226 0.001
FILTHRR FILIHRR 1781 231 | 153 0.002
K)TZOA/—IL K)TZOA/—IL 2095 168 | 112 0.010
)T O AR )T O AR 1999 210 | 208 | 181 0.010
) 7VHRR )7 HRR 2310 177 | 172 | 161 0.014
r)7L—k K)7L—bk 1827 270 | 268 | 143 0.003
r)TLS) Y K)TLSY Y 1661 306 | 264 0.001
JIVINZIY LISV 2339 305 | 303 | 145 0.005
INSGTFAY INSGTFAY 1996 291 | 139 87 0.004
INSFFUAF )L INSTFFUAFIL 1899 263 | 109 0.002
. . EFLRART (BT 2401 171 | 123 0.223
EFLAAR EXLZAR)> (RiEA2) 2413 | 171 | 123 0.005
EayFIz> Ea)rozy 2477 376 | 238 0.001
e ETILA/—)L (EHEKT) 2700 171 170 | 168 0.0004
EFAS/=N ETILA/—IL (BHK2) 2714 171 170 | 168 0.002
EZz Ry EZz Ry 2471 71871 | 166 | 165 0.001
EXROZJLTFFIR EXOZJLTRFOR 2407 177 176 | 149 0.001
ENERY ENERY 2732 309 | 747 0.004
Ey7oxs oIy Ey7ax oy 2578 226 | 136 | 78 0.002
EUzhILD EUzhILT 1839 238 | 166 72 0.001
EVIRAAF )L EIRAAFIL 1941 305 | 290 0.001
. . ELR) T 2297 162 | 133 | 123 0.154
ELkUY —
ELr I 2629 167 | 167 | 160 | 107 0.258
Exonvy Evoyovyy 1890 287 | 285 | 212 0.002
T7LT—)L T7LT—)L 2334 218 | 217 0.005
J478=)L J470=)L 2049 369 | 367 | 351 | 213 0.002
T F3IRR JIF3RR 2152 303 | 288 | 154 0.009
JxFJEL JxFY)EIL 2631 251 | 219 0.007
Jx=hOFF Jr=hOFFY 1949 277 | 260 0.003
Jx/XY47nyIIFIL Jx/XY4T7nyIIFIL 2667 361 | 288 0.003
Jx/THhILT Jx/ThILT 1609 150 | 721 0.001
JIFF JIFFY 1990 279 | 278 | 169 0.001
o 2L L—k (BT 2953 225 | 167 0.006
Jz b=k I NUL— (R 1ER2) 2082 | 225 | 167 0.022
JxzrJafrJ—I JxzvJafrJ—IL 2776 798 | 129 0.004
Jzo7asr)y Jz7ask)y 2495 181 | 125 0.006
JIz 7OEELTD Jzo7OEELD 1991 303 | 129 128 0.001
J7oozsy J7oozsy 2204 305 | 175 | 772 | 106 0.004
ZILExraFJy—IL ZILFoaFJ—IL 2723 375 | 342 | 340 0.001
INSHFYZIL INSHFYZIL 2169 248 | 154 0.004
. L) 2—k (BHEKRT) 2847 799 | 157 0.011
2N=bIa—k LT x—k (BEAR2) 2874 799 | 157 0.017
IS —)L IS —)L 2202 234 | 233 | 206 0.001
TSI JILESZIL 2162 323 | 281 | 173 0.003
JILR)THR—IL JILR) T HR—IL 2152 219 | 164 0.010
SRy F—F 2NN R—b (BT 2966 252 | 250 0.004
)L\ 32— (RHEA2) 2976 252 | 250 0.004
IRV TRV 2908 329 | 328 0.003
Jasos5xX JasosxX 2738 310 | 780 0.014
JOvERy JOvsky 2088 285 | 283 0.003
Jo/i=)L JoRs=)L 1879 217 | 163 | 161 0.013
Jo/8L¥Fyk oLy (REKIRU2) 2402 350 | 173 | 135 0.014
R JoEaJ—IL(EHEK) 2348 261 | 259 0.007
Jagary—n JoEa+J—IL (BHK2) 2362 261 | 259 0.006
JOEHsR JOEHIR 1789 175 | 173 0.003
JO7x/HRR JO7x/HRR 2186 339 | 337 0.004




HIFERR

mBE£ SR RILENE HREEE BIEAA> (m/2) (ng)

TORAURR TaREURR 1777 194 | 138 0.004
JoRFZ)L(FTaRIZ)L) JORFZ)L(FARIZ)L) 1612 152 | 110 0.002
JoEJaEL—k JoEFoEL—+k 2487 343 | 3847 | 339 0.005
XYY oS 2% 2381 172 | 171 0.005
~Ja4y0)L ~Ja4y0)L 1920 337 | 274 | 272 0.001
~7aH0) ATy TREF IR 2072 353 | 351 0.001
AILARYS '\:)I/;‘HJ‘/ (EtEE1) 2706 184 | 783 0.003
RILAN) D (BER2) 2723 184 | 183 0.003

RyarJy—)L RyarJy—)L 2064 248 | 159 0.003
RBAFHILT ROBAFHIVT 1674 166 | 151 0.003
RUTAAR) RUTAAR) 2047 253 | 252 0.005
RAAYR RR AR 2480 161 160 0.008
RL—bk RL—b 1700 260 | 231 75 0.010
XSFAY XSFF 1965 173 | 127 | 125 0.006
nJa= )L HynJA=)L 2198 179 | 150 0.006
AFZRRR AFZRTRR 1230 141 94 0.004
A5 )L A5 )L 1916 249 | 234 | 206 | 132 0.006
AFEFAL AFEFAL 2113 745 | 85 0.003
ARFTHO—)L AFSHO—)L 2491 228 | 227 0.002
ATLY ATy 2097 797 | 153 | 111 73 0.009
ASHo0—)L ARSHo0—)L 1977 238 | 162 0.002
AT AT 1888 199 | 798 | 144 0.003
)72 (v -BHC) )T (¥ -BHC) 1775 219 | 183 | 181 0.005

OLEMBDE+FIRITRL, BEKISRFFHRHIEICRU .

ORFHERIIN—T NI DRFFMEREELLI-ETHY. 2~IHETROI-EDOFIEETRLI,

OBRIEAAVDARFRFRIEIEEAA> . ZOMIEEEAFETT,
ORIEMRFITIBEARR2 4 LEGC/MSITEALI=EEDS/N=10DETHY . FHEBETRO-ED P THRE/NSIMEETRLT,

OAEITHR>THEBRBRETRL, 2 4 LEGC/MSITEALTZEE™ . 0.1ngh EH$H H0.01ppmIZHH LT3,

* HH S LBEAVTHRRAR (ZRBREB1ImL) EZRALIEE,




HPLC IZ L 2EMWMAEERLEO—FRBRE 1 (BKED)

1. a8 ba )
Gl 3

2. dEE
Lk B & @SRk o~ ~ 277 7 (HPLC-DAD) Xidut e Henftt & |k ik o
n~ k2777 (HPLC-FL) XXk v~ ~7 57 « &5 (LC/IMS)

3. A, MK

WIZRT S OLSME, BRAID 217" THDEHWD,

TEh=h IV I~ NI TRHICEGELZ DO,

K K7~ 7T 7RHICEELZL O,
KEM) I EER AR S A ERLEOMENH O D,

4. BRI L

HES00g ZEVEY, 7 Fr=1rU30mL, 7& b=k VU LaFf1 n-~FHV > 20mL K&
OMEKRET R U 7 A 10g 2012, BEY T A AL, M4 3,000 [EHET 5 5y W5 0oy BE
L. AlE285, GoNT-ABENSTE F= MU VEESEL, oo n-~FV U E%E
EOSHE LRI, 5T =M r20mL 22 T LR BRE-%, #
5y 3,000 [AI#5C 5 43l BT %, n-~FHUEEER T HoniT = I VEEZS
¥, n-7msX = 10mL Z0x T, 40°CLLFCildfi L. Wit A2RET 5, mEWICZT &
F=RUWKEOUK (4 :6)RKELOML ZNxTHEnL, 78 b=k U vfafi~F%F+4> 05mL
ZFEJE LT, f#5) 3,000 (AT 5 im0 mBE L. Tk = MU - KEERBREKE T 5,

5. MEMMOIERK
FEYAERNEOERERICOWNWT, TRENA Y ) — VIRR TR L, )7 e &P
DEEHRAERGLELZ G T b= MU LEOVK (4 @ 6) BIKRREESHILT 5,
ZH10uL % HPLC IZIEA L, E—77 @I E— 7 lfEE CRER A Bk T 5,

6. T

BRI 10u L 2 HPLC IZVEA L, 5 OMEM THEMERLFEOGTRERD S,

7. RS
LC/MS X% LCIMSIMS (2 & v 2+ 5.

8. HIESM

fRigs - BIERS

BT F BTN UMY B NEE3.0mm, X 150 mm, KL &3 um
77 LNRSE - 40°C

BEFE : 7 F= R U KON0.05% Y 7L A o FERIER (1 :99) 726 (1 :0) £T



DIEERAE % 35 45T, (1 : 0) TS54RHEEFT%, LC/IMS IZBWTESI(-) T
RIETAHEIZIE. 0.05% U 7L A afiiEd 0.1%XMBICE XL 5,
Wit &ett - RIS MR

9. EEMRA
BlES

10. HEEFHE

1) HBRIE OB

BEWHEE S ELZABN ST h= UL THIH U, 158 K ORI ML n—~FH
VCRRE . KR OUKIATESHEY I T KBS R U 7 A ThRU =%, HPLC-DAD, HPLC-FL
XX LC/IMS CTHIET 5 HiLEThH 5,

2) EEA

O BIRIIAREZEHACTX 2bEWE L HFIEIOR LB DO TH DA, HifilxR e sMmEIC
EAREZEH CTE 2 ORI EDILEMN G ENDIHERSLLOTHETHZ L,

@ ARRBIEITHRITR L2 2 TOLEM DRI T 2 RFE L 72 S O Tik7e v, {LEMFE LD
FIAAERIZ & 2 055 R OB E~DOTFEEDBZNND D120, Dhrxtg &3 5{baW ol
HEDLREIZBONTHELN LD INLDHERIET 2 LEND D,

@ =X, i Z LT WEMHEIRLER & 2O T, SREITEE T Tzl T
Jo

@ BB A Z ) —MIEFIZS WIGEE, DEDO NN-U A F VRNV AT I RICEfEE, A
X ) =)L THIRT 5,

® #HE L. W2 B RICBRET 28EIR. SR D TERLNITIT O,

® LCIMS X% LCIMSIMS DFEFEIZ J o T iBRIEIK # & 51T HPLC OB EIH CHAIRT 2,
D Mo REAIEIC L) —EOBEEREENMT O Th, BRERNMAEZ AV NEE%EL, 12
WERIMEIC LIV FIETCE L8055,

® EEIRFL, BT 28, BRI OB L ORBRISIRIEAZIZ LV B2 50T,
MBI U Clai s 2 it %,

11. &3 3k

1) Ml =186, #&fFEE 32, 155-160 (1991)

2) BEAEGEEEE TRSRAERERS @MW HEIESS - SENSIYMR) | p.26-43,  (fh)
A AR AR S (2003)

12. Ml
C



(BIR)HPLCICLABIMAERRFN—FHARE [ (FKEY)

BE% ARSI EME BIERE BIEAA> EERF

(nm) (m/z) (mg/kg)
F74HO3IR F7HO3IR 199 05
7HROy F7H¥ROv 328 0.01
2-7EFNT3I/-5-Zb0FT Y —lb 2-TEFINTI/-5-2FOFT7Y) — ) 186 0.01
FLARYY FLARYY 303 0.01
Fo7a L 77O L 245 243 0.01
Th/IR—} Th/IR—k 238 0.01
IS/ A9F I)/AYFBla 914 0.03
IXA)FUoRBEE IXAUFUBla 886 0.003
IYROTAIY ITYROTAIY 716 0.01
Irooxyiy IoO070%4%0 360 0.005
X)) Xy 402 04
XV =vog AExV)=vIBE 260 262 0.01
AooxH4ir Aoaxyir 362 0.01
FS5FUEVHIR ASFURVHR 260 264 0.01
FILANT ) L FILANT ) L 230 275 0.01
FLTURRAL FLTURRAL 688 0.02
FSTU FSDU 221 0.001
yLo7Ta—)L yLr7Ta—)L 277 0.001
yax4yy yax4iyy 436 0.1
~yOER—)L ~yOER—)L 230 192 0.01
=% 3=P =% 3=P 380 0.01
JO)AFIDY gaANFITY 506 0.01
H57a% 4y H57AaxHr 386 0.01
TN TNy 261 0.01
Pz OS5I 275 382 0.01
D% TLH5=)L 191 0.01
TR ROV TINRXOY 311 0.03
ZAINT7ER/FHYY ANIT7HRI/FHV 270 301 0.01
AIWITFTT=D0 ANITFTT=0 215 0.01
ZILTFHAILEYESY 2L TFHIOIEYEDY 285 0.01
AWNITFOTFOY AIWITFOTOY 251 0.01
A ITFOIDY AIWITFOIDY 270 279 0.01
RIITFOANED Y RIVITFOAFTD Y 275 311 0.01
AN TFEASR AW IT7HEHIR 215 0.01
ZIVITFFFTI—IL AIWITFFFTI—I 256 0.01
AIITF7RFIY AIITFEXI Y 311 0.01
ZAINTF=b52 AIIT7=b5V 336 0.01
ALIFEYDY ZAIWITFEYD 250 0.01
A ITFRUXFIR AW ITFRUXFIR 277 0.01
RIVIFANEHS Y —)L RILTFARFHY =)L 254 0.01
RILTFARRSENZE DY RIITFARFLEYEDY 281 0.01
RIVTFASDY RIVITFASTY 270 265 0.01
ZRILTFE/AFIU ZILITF7E/AFI D 275 281 0.01
240 R =P 916 0.01
F/o0xYiy A/70x%H oy 358 0.01
oo g FTAUEY =)L 300 202 0.01
FFALAI=N 5-EROXF S FFARAUEY—)L 300 218 0.01
FF7 LY FF LY 494 0.01
FFUIz=a—)L FFUIT=a—) 225 354% 0.01
F)LIaALY FILIAY 235 870 0.01
TEYAZI Y TEXHAZI Y 393 0.01
TARR TARR 467 0.05
A= ]%; % [N kd=0]%::%% 258 0.1

R)RLFSV R)RLFSV 256 0.002-0.02
R ANT ) Ls R ANT ) Ls 230 291 0.01
ML F LB LD TF LB 261 0.005
e a-kLrROy (FFiE) 340 271 0.001
BB L R B-kL ROV (A 340 271 0.001
>0 FoI) 447 0.005
FIDH Rk FUSHOREE 260 233 0.01
—kAFT =)L —kAFT =)L 291 0.05
NAID I =P 245 0.01
FAHILINDY N,N'-t'Z (4-=bBA71=0V) LT 350 303 0.01
ErROaLFI Y ERRaLFI Y 405 0.01
ES TIL ES TIL 207 0.01
EYAZID EYAZIY 230 249 0.01
T7LT—)L J7LT—)L 326 0.02




REA MR BN AERE | MEAA> | EERE
T/ X DAFILRZDD T/ FAFIR=ZD) Y 383 0.02
J2x/ThILT 2x/THhIVT 208 0.01
JIL=—F JIL=F> 297 0.005
DILRUEY—)L DILRUE)—)L 315 314 0.01
JLrk=voy JLrk=vyoy 361 0.002
JaFJ 5L J0FJ5 A 395 0.0005
5-7' 0 WANKZN-TH-A VR 438 = )-2-F3V 5-7'0E WANKZM-TH-A VR (387 = -2-T3V 300 240 0.01
JO)L7z=3—)L JO)L7z=3—)L 356 0.01
< )LRzOx4I Y TR zOx4I 363 0.01
OoFHiy OoFHiy 264 0.01
AFIILTLRZV OV AFILTLRZV OV 375 0.01
ANUEY)—)L ANUEY)—)L 296 0.01
ERTT ERTT 679 0.001
ESUTIV ESUTIL 221 0.01
SYaUR SHOUR 613 0.01
YI7¥Isy JI7EIE0 786 0.01
U= JoavA(ow 407 0.02
LS —)L LS —)L 220 205 0.01
aR=Jy aR=Jy 334 0.01

OtEMEDE+FIEIZRLE,

OAIERERFEN D AXERREB RIS HRBHBAESHERAKIOINTFTI2LHLDERT,

©5-7'0E LALKZN-TH-A VR 434 = -2-TIWV R UF T ARUE Y — LI DN TIFE SR BT ESERIA I OT R 5T (em 300 nm, ex 370 nm)

I2&BBEELRETH D,

ORIEAAUIELC/MSIZEBED T, ESIRSTATRIEICKEZEDETRT KF 77z =a—IILDHESIRHTATHIE) .




HPLC IZ L2 EMWAERELRED—FHEBREL (B/KED)

1. ST 8AEaw
GBS i

2. HE
LW B et X Sk 7 o~ 75 7 (HPLC-DAD) XILXEXALF M gt = & ik
K7 v~ 2777 (HPLC-ECD) XXk v~ 777 « HEHHE (LCIMS)

3. e, WK

WIZRT HOLSMNE, RAID 217 THOEHNW5,

T h=hUV Ko~ 7T 7HICEE LSO,

K OEE 7~ 77 7RHICEGE LD O,

AHR)—)v WK~ 7T 7RHICEELTZD D,

U iR (pH3.0)
BIW : VoB— ) UL212gx &0, KEMZX THEHNALTL000mL &7 5,
oW VR 23lg HED ., KEMATHEMLTI00mML &5 5,
BIRICHE 2 A M CTIRfIL, pH%Z 3.0 ICHH%T 5,

U > FEtREK (pH5.0)
T : Vo—Hh VUL 212g%&EY, KEMATHENLTL000mL &35,
oW VU ) U L348g &Y, KEMX THENALTI0mML &35,
FUIRIZE 2 ZE M2 TR L, pH%Z 5.0 12T 5,

KA ERLEEES SEYAERLEOMENH LN D,

4 . FRERIE I A

1)
@ A, g, Bk, SLEOZ oo RS 05E

AE5.00g ZEVERD . 95% 7 & b= MU LKEEIKR IO ML 2z, RESTA R LI,
47 2,500 [AIHEC 5 rflE O aBEL. 7 b= MU LVEEZRD, FHEWIC 5% T =K
JVIKEEHR 30 mL Z M A T L IRV IR %, it FMRIGELDEEL. o7& b=
NI VEEEDE S,

@ M D%E

AEF5.00g ZEVED . 95% 7 & =K U LIKERKR 30 mL LD n—~FH > 30mL 1%,
REVTA XUtk 52,500 [E#:T5 ofELoBEL, 7 h=h ) VEEHRD, EE
Mk n-~FH 1295% 7 b= U AKEK3IOmML 212 TH LR IBE %, i
ERARICIELDBEL, o7 = U AEEEDE D,



2) ki
O BRTAB~T AL T LI~ NTTT 4 —

WNEE15mm, BX300mmo s~ NI 78\2, horru~x T 77 0 —HEMTrA
W~ 728 gk 7 EMN=FNINWIEELTZOLDE AN, BT L0 LEHIVEOT E
= hNINADELBREETTE M=) AZRHISEDL, 2OB T ALIZT7E =1V /L 100 mL
EHEAL, MHRIEIETD, ZOHT A1) THOLNEEREAOCTE =KV /130mL %
NERIEA L, WHIKER D, 2 n-~FH 2 100mL 21z, EE 942 W T 34K
LLIRVIBEZ, HEL, 7 =M VEEZERD | 40CLLFCTRM L, BEEZRET S,
TR ) LV EEREEIR (pH5.0) AmL #MATHEM L, K6mL 2z 5,

Q@ AIETINTINME VAN T A a~w NI T T 40—

T BTN I MM ATV =T 5(B60mg) il A/ —/10mL, /K 10 mL K&
OV Ui (pH5.0) 2mL ZIREREA L, KT TS, 2007 Al a THDLILE
Wik ZEN LT, V) CERREEE (pH5.0) 5mL Z7EA L., MHKIZETS, Z0O8 T LI
40% A & ) — LKEEIR 10 mL KON 70% 7 & b= b UL KEEHK 10 mL ZEXREA L, BHIK%
ZIENHNTERY | 4J0CLL T CIME L, W EZFRET D, 40% A ¥ ) — LKER»H 5D
TR 5% A X ) — VKA 20 mL Z N2 TN L, 70%7 & b=k U VKIEER» S5
ST 35% A # /) — VKR 2.0 mL 22 THEMM L, ThENZ2RBIgiR s 35,

5. MEMDOIERK

FEN A EELEOERERICONT, TNENAY / — VIEREFHR L, B C18 H/y A
OB HIESE L FIZONTIEE %A F / —/LKEHKR., B3 C18 4y B OB H E 3% 2D
WTIE 35% A &/ — LKV CAT IR L CL i 1) 7 I 46 P 0D A 2 R A ol PR A VB VAR IR 2 5 s i
I D, TNEN200uL Z HPLCIZHEA L, B— 7 @IEXIT Y — 7 mfEE CRERE 1Bk
T2,

6. E&E

AERVRWE 200 L 2 HPLC IZTEA L, 5 OMEMRCTEEMAERL SO G ELZRD 5,

7. TSR
LC/MS 3% LC/MS/MS (T L V) BT %,

8. WIESM
g BlRSMR
HNThFTETFTINT I ALY AL N 4A6mm, £ & 250mm, KiF£E5 um
77 NIRE - 40°C
Bt
HPLC-DAD : 7& h =k U /b, KAV »EfEEKR (pH3.0) B (1 :18: 1) 256
(14:5: 1) FTOREARE 30 0 TITv, (14: 5 : 1) TL0oMRFFT 5,
HPLC-ECD : 7% F= K U L} 0.085mol/L V »EE— T U 7 A1EHE (2 : 3) IR
e E S URIIE -3 2



9. TR
B

10. HEFH

1) RBEOBEE

B EE S L RN 5 95% 7 & b= R U LKIRIE TR L, AT A~ 7 %
AATZLhrsa<w N TT 74—, T IR UANTYUSE, SBICA 72T v Uil
SIUAGTNR T Lsav NTT T 40— LD R L7, HPLC-DAD X (% HPLC-ECD Tl
ETHHETHD,

2) HEA

O BIERIIAEZEHA CTEAMLAMELTFIEICRLEZLDOTH L0, HERLE 258 E I
BAEZBEHA CE R WIS EYNEEINIGER IO THETDHZ L,

@ ARBIEITANERICR L2 TOEDORRE ST ZRFE L 72 b O TiEw, b&WE Lo
FHEERIZ LD 0BERDCE~OTBEOBENRH D70, ohktg s T 5/{L600
MABDLEICBWTHLNLO INLDEEZRAETIHEND 5,

@ =R, K2 EZ LT WEAERLEN D 50T, 2EREIEYE T Rz T
Do

@ LR AL ) =T IZ WIEEIE, DED NN-U AT IVRA LT I NIZEfER ., A
X ) — )V THRIRT 5,

© i L, WA ERICRET DBIFEIL. ERXITEZH O TESITIT 2,

® LC/MS X i LC/IMSIMS D& EIZ X - Tk, iBRIE % S 512 HPLC OB EIE THRT 5,
DF BTNV VAT NI T a~ 7T 7 4—=I2L0ELND ZFEOR
BRIAIRIZEB T 5, FREFEOER SO HBLENEIRT, T2 2T Vb U a5
=T L0y M, RFEKREIZEYD BEHEINZT L5607 H 50T, HELZH
WTHERT D,

® BRI, HEH T 28R, RBRIEKORMEGE R ORBRIERIEARICL Y R 50T,
MBS U TRl St 2 et 5.

11. =& 3Lk
1) SFHARERSG, 4 ETHEMZEFTE, 35, 101-105 (1989)

12. W
C



(BIR)HPLCICLABIMAERRFN—FHARE L (FKEY)

RE% HMFHRIEANE ARBR | cems | TERA
Ih/IR—F Ih/IR— 280 A 0.01
FXIRUE)—)L AXFIRUEY—)L 300 B 0.01
FILANT ) L FILART Ly 280 A 0.01
04927 o097 230 B 0.05
JaErR—)L ~aER—IL 280 A 0.01
BEER AL V4" AT 0—)L BEBRAL V4 ATH—)L 300 B 0.001
95XV SHS5X) L 300 B 0.01
ANTFER/FHYY AW IT7RI/FH 270 A 0.002
ZILTFHIAILEYESY ZILT7HIALEYEDY 270 A 0.002
AWITFOTOY ANITFOTIOV 270 A 0.002
AIWNTFOIDY ANITFOIDY 270 A 0.002
AIIT7OARED Y RIVITFOANFDY 270 A 0.002
A ITFFFTI—I AIWITFFFTI—I 270 A 0.002
AILNTFRFIY ZAIT7EFI D 270 A 0.002
ZAINTF=b5 ANTF=bS5Y 270 A 0.002
Z2ILNTFEYDY ZILTFEYDY 270 A 0.002
ZIWNTFRUATIR AN ITFRUATIR 270 A 0.002
RIVITFARTS I —)L RILITFARTHY —)L 270 A 0.002
RILITFARFIENEDY RILTFARFLEYE DY 270 A 0.002
RIVIFASDY RIVIFASDY 270 A 0.002
AITFEIAFIU RIITFEIAFIU 270 A 0.002
+£5/—IL +5/—)L * B 0.0005
oo grer FFRUET—)L 320 A 0.01
FrALTI =N 5-ERAXSFFARUEY —)L 320 A 0.01
FFUIz=a—)L F7UII=O—) 230 A 0.01
R AT Ls R ARNT ) Ly 280 A 0.01
e a-tLrRoy (BFE) 350 B 0.0005
BREtbL > RA B-kLROr (BiA) 350 B 0.0005
JIREF Y JIREFI > 300 B 0.01
FAHININDSY N.N-E"Z (4-=bE7120) 9LT 300 B 0.01
IRV —)L TILRUE—)L 300 B 0.002
5-7' 0 WANKZN-TH-A VR 434 = )b-2-F3V 5-7" 0 WANKZN-TH-A YR (387 = )b-2-F3V 280 A 0.01
LS —)L LSV —)L 230 A 0.002

OfttEMEDE+FIRIZRL .

QAIERRRIENDAXERREB RIS RRBHBAESHRRAIOILTITI2LELDETRT,

OFS/—ILIZDONWTIH. B

SILFERHBAEEERIEKIATRT ST (Eg 850 mV, E1 500 mV, E2 750 mV) TEIET 5,
OCI8E D535, Ald40% A%/ —)LKES . BIE70% 7 Eb=F)ILBEIDERT






