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1. RBREOME
BHPOR—=Z T, A=F 1, ZA—=F I, A—=FZ L INERU ST Ly KL, 7& b=k VL
HikE DDAV — Y v DT V=0T v 7 LI, AHRERRIRS st mdigik s n~ 75
T4 —ICEVERETD.

2. R k7o~ bvr774—)
(1) BiKOBREL & FE O FHHR
2 BB ORMIRIOITE] (BARAEREREMMETRR) OB EuE A HEH
T5.
(2) FBHE DR H
QONiVii=
BN 5 g AAEFICEY, ~F Y UM L, EMIZ 100 mlE 3 5. ZO# 10 ml% 100 mld45y
HIRHIZIEREICE D AND. ZHUCA~F Y U faf7 2 b= h U v 30mlzinz, 5 SRS 5 L7214,
FiEL, 7 b= VEEBILREMGASICET. ~FVBlc~xVaf7E = KU/l 30ml
EZMZCRBEOEEZBRVIKL, 27 % b=V VE2BERFEASCA DY, 40°CLL T CRUEREHN
T 5. BEWICA~FTY L bmlEz, YU AFAVI— I v OART L. 5, ~F P2 5ml
TRIERMER S Z T, ZOWRE Y B FV I — ) v VICARTH. ED%, V2FLz—T)L
S F (109 15 mlzx AW TRIERMEASRZ e, WRER— Y v DICAf L, SUEHIRE
BB EREAEATRC & 5. 40°CLAT TRIERM L, REXM T CRE SE7-%, BT b=+
UL 5 ml&zIEMICINZ, 0.45 pm®D 7 (/L4 — @ L Tk & 95, 3
@ DA D&
HEH 5 g ZHREICEY, 100mlOELEICAN, T& h=FVU/ 50ml, HEAFEET Y 7 A 10
g MATHKILHAREDFTA X9 5. 3,000 rpm T 5 orfli LorfE L7ciz, 7 F=FULEZ R
AT ZAAZE D, FREIZTE =MV 30mlENZ, K1 20AETY A AT 5. 3,000 rpmT5
LS L7%, TER=RNIVLVEEZEOART I A2iZhbYE, T =ML ZMZT
100mlé 5. 20 4mlZ EfEIZEY, 40°CLL T CTRUEREM L, S OICERKL FTRE L, ~F
Y EmUIERT 5. BEEV Y BTN — MY v VIZAMT D, EHIT, ~F 2 5mICHRUERAMRA
FEVE, ZOWKEL Y AT NV — ) v DIZART 52, 20K, YZFALT—T ) FH
(1:9) 15ml ZHWCRIERMR g &2 0e, TRz — Y > DICART L, REHKE &b, 40C
PAUF CRUEIRME L, ERK T il S W72k, HEWICT & b= VL 2ml& EfEICINZ, 0.45 pm
DT 4 NH—ITE L TREHR E 359,
(B) A—F U MAFKORT Ly iR AR O FR 5
A=, A=K U0, A=KV, A—F 2 NEKUOT Ly R& 10mg# EFEICEY, ThE



N7 =MV VEMA, EMEC 100 mle L, BEEREET 5. SEEFK 5mla EfICEY, 1’
AL, 7 b=bF U AZMZ TEMIC 100 ml& L, HERAEERIE & 925 ORE 1 mlidsaE
5 ugx &ie). MEMHAEERIK 1,2, 5, 10ml& EREICERY, ThXZh7 & b=t UL EINZx CTER
(2 100mlE U, M R &3 5(2 6 0 ImlizZzhEns a4 0.05, 0.1, 0.25, 0.5 ug
EETe).
(4) WEE

ORE S
AR AR AR IR 7 v~ 7T 7 2R, ROSKMEICE > THIET 5.
T T LFTTAHP A7 ZF N U U AL, kifg b um
77 LE N 4.6 mm, £ 150 - 250 mm
BEF : 7' b= kUL KR (95:5)
717 MR 40°C
Wi 1.0 ml/4y
HIEHE : 500nms

B
MR IEERZ L EN 20 Wl TOZEMICERY, @EiRiks o~ 75 712 EAL, E—27 @& X
I — 2 mFED DR ER A ER T 5.
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AEHE 20 pl Z EREICER Y, MRk v~ NI 7IZEAL, ol —7 &m S I Y — 7 imfH
ERRERRD HEUEHE T O BRI E (ug/mD % KD, AU L » TREIFT O K aEE BE(ug/l #itH T 5.

KFEEE (ug/g) =
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SEE%, TREERRT .
9. VxF iz —T L[ k]
10. FEfg—F L [R5k ]
1. 7 4 v&— : JLE 0.45 pm, AHEIALER

(7]

1) 77—, SN—AHWECHNS. 2o TN ORROIICHE S .

2 YUBFNHE—FU vl LT, Sep-Pak Plus U # (690mg) & L<IZFDRZEMMAHEHTE
%. Sep-Pak [ZFEHANZA~FH > 10ml @RS T3 T4 a =T %179,

3)  BUEBMEICZVGENLE LT 220385, Z05A, a7t b= M) M I RS
HREHE 2T 5. LIS WS ITEBEEZHWD & L.

4) MEORWERIEL HH7OEET L. MRORIEE LT, BRI FEROR, bl TE@R, +
7= TNARY o FROBMENMEATE S, £/2, A—FZMEONVIE, 7 h=bFVMIERFL
2 W, H51 ARG 20m) OFFEE T F L& FW TR ST 5 & L.

5) RO FE S T 2 E LT Inertsil ODS-3 BMEHATE 5.

6) a7 /A RERRENEZLSGEENIHETIE, A—F U MEURNOE— 7 380 OIMERK S O
WLV EEITLZ2LnH5. oG, WEKEKEE 520 - 540 nm ICEH T 5 & L.

7 AECBTHMHRIUT, FICEE—27 2005, 05 uglg Thb.

8) FIEEEHITIL 5 pg/g COWRMEBEIULEEZRDD Z & L35,

9) HEAEIT, MBS UTERETS.
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1. RBREOHE : &ftozx—F 01, 2—% 11, 22—V, A= NERUOST Ly R, 7t
F= KU UHIEZ S U B AV — Y v P TO V=T v T LIk, 74 MEAA— KT LA K
BftEERA s a~ NS T T 40—, @B u~ NI T T 4 —RRIK Y u~ N7 T T 4 —EEOHE
IZ XV ERBEITHD.

2. HB:
1) 7% MEAF— T LA mitgftEmdfigik s n~ 777 4 =Gt v~ 777 4 —)
(1) iR D & 3O FHH
%65 2 K AT ORMRIMGINTE] (EAELEEREARRMLTR) OB EE & YEH]
T5.
(2) FBHE DR
A—H AR RORT Ly FREBEOREHRZER L, WE, Bt E 41752,
(3) e A FH AT HEHR 0> i Y
A= MR R ORT Ly RRERIEZHERT 5.
(4) W&k
ORI E S
74 A F— RT U A gt @Rk v~ ~ 77 7 (HPLC-PDA) # MW, ROFEMIC K
S>THIET 5.
HERE : 350~600nm
ZOMDEME, A—F AR IRURT Ly RRBRIEZERT 5.
QEMEER
A EHE Z HPLC-PDA ([ZiEAL, 7 u~ 777 EiZB &7z — 27 ORI & OV PDA A~
7 NVHREREERE O N TR0 AFEE BT D 2 L 2R T 5.

2) 74 AT — T LA st @digs s~ 777 0 —(EH7 v~ 8757 4 —)
(1) BIKOEREL & BB FHHR
565 2 K AT ORMRIMYONTE] (EAELEEEA BRSO R EE & YEH]
T5.
(2) FBHE DR
A= AR RONT Uy RREBIEOREKE A7 2T v Vb U B v — U » DI
AL, SHIZTE =YL 15ml 25— b U v DICAN L, RE K Z BIEREA 2 & 5, 40C
LUF CRUERRME L, R[N FCHE S Eo%, KEME~X ) @M@y L, 045um O7 ¢
WA=l L CREHE E 5.



(IR DY

A=K, A=K, A—F I, A—=FX 2 INVEUST Ly R4 20mg & EREICEY, ZhZ2
AT 2%, EMEIZ 100 ml & U, BEERKE T 5. BEERK lml 2 EEICEY, BRE L
%, ~FH &M CTEMRIZ100ml & U, FERE T 250K 1 mli3&6AHE 2 ug 2 510).
(4) W&

OHE S
T+ N AF— KT LA mgfradiiik s o~ 27277 (HPLC-PDA) %MW, IROFMHIC X
S>THIET 5.

7T LFETAA: U BTN, RifE 5 um

BT LE N 46 mm, £ 250 mm

BEE -~ HER T T LIRIR(95:5)

717 AR - 40C

Wi 1.0 ml/4y

HIER K : 350~600nm(PREFREH O AR IX 480nm)

QE MR

#REHE # HPLC-PDA (ZVEAL, 7 v~ N7 T 7 I &z v — 27 ORER R % OV PDA A2
7 NVPEESERONTNODOBFR L —FT 5 L2 HRT 5.

3) WErsa~ N7 7 40—
(1) iR DR & 30RO H
2 BB ORMIRIGITE] (BARAEREEREMMETRE) OB EuE A HEH
T5.
(2) FBHE DR
A= AR ONRT Ly RRBIEZER L, BE%, ~F 8\ iRkE 7 5.
(IR DY
A=K, A=K, A—=F I, A—=F L IVEO T Ly R4 20mg Z IEfEICEY, ThE
T2 %, EMEIZ 100 ml & U, BEERIKE T 5. BEERK lml 2 EEICEY, RE L
%, ~FH AN CTEMRIZ100ml & U, FERE T 20K 1 ml i34 6AE 2 ug 2 510).
(4) ik
OME S
FRUBHIR & YRR 20l 22 &Y, IR T SR CHE s a~ NI T 7 4 —%1TH.

3 S

WIEM : A7 AT ) b Y B L E R

JEBRHVEEE - T b= RN U VR TV 25 % T o E=7 /K (80: 10 : 10)
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W . A7 2T v U by U B VB R
JEBHVEEE 7 R=RVUL UK (9: 1)
- &3
B 0 U h VTR
B - ~FH o R L U F e —7 (90 ;10 : 5)9
3 Sl
B 0 U h VTR RO
BRI - 7 F= R U AfEfix Yy VT L —T (9 1)9
QEMEER
RSN AR v NORAEKL OEFAD, BEEROWTNhOEFRE—BT 52 L 2iHRT 57.

4) Wikra~ 777 o —HEEOWIE

(1) BIKOBREL & FE O FHHR
(2 B ORMIRIGITE] (BARAEREREMMETRE) O —BEUEHREGE A HEH
T5.

(2) FBHE DR
A= MAFRORT Ly RRERIEZHEN T 5.

(3 = A P AT HEHR o> i Y
A= BFERONT Ly RERBRIEZHER T 5.

(4) WEkE

ORIE S

BT LFETAAED : A7 2Ty Vb U B 70, Kifgk 5um
7 LE N 2.02.1 mm, £ 150 mm
BEIFH0 © 0.1%X8 7 & h= K U LIEHKRA5 : 85)
717 MR 40C
Wi 0.2 ml/4y
HIER K : 500 nm
AFMEESTEAAVE—FR
HEEE@m/z) A% v 90— 400

SIM £=§—A%v A=K ] 249
A= 277
A—4 T 353
A—H IV 381
NT Ly R 294
Q@ E MR

AR AR o~ N7 7 4 —BESIEELC-MSICHEAL, Zu~ 777 Bl En-



v — 7 ORFFRF AR AR TR MER & — B 50y, HDWVIE, v A AT ML OFREE AR S AR
WL —BT 22 L a2l 5.

7 E=7 KRk K8085]

XL k]

X mdikis s v~ ~ 77 7 H]
ZOMOBRIEIIA—F AFEKLONT Ly FRBRIEZERT 5.

(7]
1) REF, A—F U BRKORT Ly RORRRBRIETHY, EEOIMIZENE L. Fio, #ERI,
RO WE S IZHEEIZIT) O L L, BEEORBIEIZL VT ZEREE L.
2) WEHRORENHE L, ©— 7 OAN AR CH 2561E, EHRAZ M L THWS.
3) BEHOBEEKR O 7 LDOFMIE, SO W THREE 2D X9 ICRET 2.
4) A2 27N VT U BT VERKRE LT, ALV RP-18 BMETE 2.
5) YUBFNAERBRE LT, ALVZES U BTN 60 RO Y AL 60 T/ =0 b — bl T
x5%.
6) N5 22 < HFLREHRTIL, 02U 1 IREREE & LT3 &2 W CTIRIR 2 508 L7z
%, 2WEBEE L LT, ~X oLy VT —TVRIR T AEE ST S & L.
7) NG &2 < EUREHE CIE, EHRORAEDEER E TH2O2HE1H D, ZO%E, WEHK & i1
aERTEAM LI ARy b, BB OREAER O AR v b L FRFHCER S ERIEZ BT 2 L B,
8) Z DM DOPNESRMITA M ERIFITIE, MERIIEERO C— 7 BENRRERDILIICTHLNLD
e b a17 9.
BB L L TCT7 77 A MEBOMESMN 27T
418 - Shimadzu LCMS-2010A

WS

T —7EE  Fa—=r T 7740 (EE)

CDLEIE : Fa—=v77741 ([HE)

Q-array FEE : EEAFT ¥ &7 9

KZ A7 A 0.1MPa

A AN+ i
Tua—7EE Fa—=r T 77 A0 (EE)

Q-array /T : CDL DC RF TIT A A A
AV 70V 70V 150V m/z 156, 277
A—H ] 70V 70V 150V m/z 93, 156, 232



AZA—H 1 70V 70V 150V m/z 121, 156, 260
2= A 100V 100V 150V m/z 156, 197
A=K IV 100V 100V 150V  m/z 106, 156, 225

JE1E . Waters alliance 2695 +  Quattro Micro (LC/MS/MS)

MRM =4ty  a— ®&EE Collision energy
NT7 Ly R 294.3—128.1 30V 30eV
294.3—156.2 30V 20eV
A=K T 249.0—92.8 20V 20eV
249.0—155.9 20V 20eV
A=A 277.0—120.9 20V 20eV
277.0—155.9 20V 20eV
A—4M  353.0—76.8 30V 30eV
353.0—94.8 30V 30eV
A—H IV 381.0—90.8 30V 30eV
381.0—105.8 30V 30eV

9) MO Z AL LT Inertsil ODS-3 (V—= /LA = RA)VERFEHTE 5.

10) BEFHFTOTE b= MU MREZECT EA—Z VML RVOA A ALHIENRE LK T T 5729
HET LS. BEMHOSRME, FHERSICIEVRERIEERO Y — 7 MENRKERDLLIIZHL
U R EZIT .

11) LC-MS% W CEMMRZ1T 2 %h, BihF ORMERTIT L DA A U THEEDOREIC IV M
METT 22 EeNndDT, Mk, GBI ORI ERNEEREZRINL, =27 " mitishb
TEERMERT D, Fle, v ARNT MUK DHERPARARETH 55565 121%, SIME— NI THE Z1T
W, Za~v M7 T4 RSN E— 7 PRERIIEERE —B T 5 2 aRT 5.
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A—F U AREEDNRT Ly ROL C—MSIZ X 5554
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A—& 1
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