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HOH SWRE 50 g 2E- T 300 mL 0Bk =FT
FRAAAI., TEF=F VA=K (2144) 100 mL A% .
60 53R Y BE CHItH T 5222, KL ERRLEBREICA
. 650xg T 5 SEELDBEL, LBRKRE VT LA
THRBBERE T 5,

T A R 10 mL 2SR 7 A (D UERILE
) ELz AN, MIDOFEEK 4 mL 2% T3, 10 mL OBE
RRELZVTFILAOTREE., TOROWBIK 2 mL &%
%, WHK 1 mL #3110 10 mL OB ERBRE ICEMRICAIL,
BEfe (1+100) 1 mL 2 ERICMZCHRT 5, Z0OBRO—FE
E» 77 AF v 7 MELEEE (FE 15 ml) &9,
5000xg T 5 BB OSBEL. EBAEEREI 0~ F T T
TE T ARBERSWEICE AR ECHTAIRNBRE T
A ‘

BRI o572 T ARIEEBSFHCLDEIE st
BRREUSRBEERKS 10 uL 2k a~ NS5 7207
LEVBEBSFEICEAL, BREEKREZ e~ b7 J 525
%

Il

BESHF #l

(BiEZ o< ~ 7T 7E)

Y i L FrE2FTINTIAALT Y BT
N T A (N 46 mm, &S
150 mm, %€ 5 pm) E4

w B ¥ : 10 mmol/L BEfRT v E=7U AW
B—T7Er=FrUN (9+1) (Q
min f£#%) —19 min—10 mmol/L
HER7 vV E= U AWK —T7 k& b

B 3

b B SHTERE 50 g 8o T 300 mL OB faitie =A 7
AT AN, TEF=FrYL—K (21+4) 100 mL Mz,
60 SRR Y IBE T+ 22, MRS 2R OIEEREICA
. 650xg T 5 DREERLDBEL. EEAREY VT HQE I
TERBHERE T 5, :

BT LB RBHAIR 10 mL 2 2HEEY T & (M UERILE
) BLz AN, MO OWHEE 4 mL 2% 7T5, 10 mL OB
RBRELZ VT LADOTIKEBE, TOROWMER 2 mL %7
5, WHKE 1 mL 230 10 mL OB ARERE ICERICAIL,
HEBE (1+100) 1 mL 2 EREICMZ CTHIRT S, ZOBERD—FE
B2 77 AF v 7 BRELGIEERE (K& 15 ml) 289,
5,000xg T 5 HEELSBEL, EBAREBREI  a< T T
TEUFAREESHEICE I EICHK T HIRBER L
Do

Wk nw N 757 E L F ARERESERIC I 5 BE  BRE
WK R OSBSEERSE 10 L 2k u~ b7 7807
LARBBSTFHCEAL, BRKGHKRE 7 n~ 77 52K
5o

BEFMSF B

(7 v~ N7F 7E)

7 % A F o EFINTY LT Y B
NI T A (N 46 mm, &
150 mm, Bf% 5 pm) E2

¥ Bt % : 10 mmol/L BEfR7 v E=1U A%
W—7Ebr=bFU (9+1) (1
min %) —19 min—10 mmol/L
R 7 = A BKE—~TE b
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=FU 2 (1+4) (15 min % =rU N (1+44) (15 min &
) )

it ¥ : 0.2 mL/min i # : 0.2 mL/min

BT A IR OE:40°C AT A R E:40°C

(% 7 LAEVE B EHEES) (Z 7 KEVE BT EHTEY

A4 F v b BE:xzvsihexFr—A4F 1 4 F v ﬂ: Bz vrZ bhuaxrFr—AF 4k
(ESI) ¥ (ESI) &

A4 ZF v E B E:i120°C

T I NR— g VIREE 300 °C

Yy TV —BE:E/4F 40kV, ALZV 15

h kV
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AYTIa IR NEF— TROELEBY
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FTINR—y 3 VIBE :300°C

FYy 7Y —BE:EfF 40 kV, BLFV 15

kV

o — v B E:TROEBY
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1) Sxgké HI2 by T2 bRV, UTFTEEL

XVARUNAN) =N, REVFG=F =N, 3-TEFATEIFY
=NV )=, 15-TEFATAFY=ANALV/ =N, THEXV=
NV )= FEAR=NL ) —N3- T ray R, = b ) —
NMNEORZHF L/ -X (10 B5r)

(2) HHAE &

3) HZiE

A D AR
) r)=aFErReavE 9 #E) BEEERK 2 HI2 bX

7"/3/ (CysH505] , T2 bV [C_z.nga;Og] L\ ITERRY

X‘.‘/ﬂ/’\o/"-‘ﬂ/ [C19H7507:| 5 ;\r‘j_y?:j_"_/]/

[CioHy0s) . 3-FT ¥ FAT I X =NV /) — )b

[CH»0,]  A5-T ¥ FNTFT A X =NV ) — N

[CiHRO0,) , FAX L=V =)V [CsHp0q) , =3V )

—)V [CysH20,) BT HF L/ v-X [CsHp0s) % 0.2 mg %

ERIIE->TRALEL, 7 h=1rV 1V 2 mL ZIEREICINZ

TEPL, P aF VR UEBRAEEFREZANTS

(:OﬁlmLm\%#U%&LT%%%%OJmQ%ﬁﬁT

8
D) FEAEYAV NI TNV FEERKR TAXV

=NV ) —)V3- A ad FEER (50 pg/ml) ®* FEERR

135,
3) PUERAEER SEEFRO—FEFZREGL. TE

F=FYACERIARL, 1 mL PICTFFX =V /) —)b
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S3-ZNay FE LT 05 pg, TOMOERY aFEVZAD

BLLTERTN | e 2EF T3V EBRSELEE R FR
35,

PEAICBEL C, #EHEFR 400 ul ZTEREICL VD, BV %
RoTHBELAE, 7¥ b=k A—7k (149) CERIHE
WL, 1 mL FIz5FdF="L /=350 ads kLT
0.5~20 ng, £DMDE L) IaTEHUVRZNPVEL LTEFERLEN
1~40ng ZFHTABAONUVERESEER > FART S,

B ®E E
Hh H ekl 50 g - T 500 mL DBEIER=FA T
ZAIRZAN, TEbrF=1tY =K (17+3) 200 mL M %,
60 SHEHEY B T34 5, 500 mL D —I—% 7 74—
BIOTicEE, MK 5% (5 & B) CTHE|ABT 5,
S EDOE S ZRBHE 200 mL TED=AT7FZ2aZBL.
60 ZERY BE CHHT5, MHEEZ A0 LS| TR 58
L. kD=/A7572AaRU% S ZIEREEE 50 mL Tk
L, FRICHE|5iBT 5, A% EER 30 mL T 500 mL @
BHEEETVIFIRAIAIBRT, FILLET 5 X 20ESE CRE
WEMz, 77 HMBIICHT ARBHAKRET 5,
NT7LE T HEAK 8 mL ZZEEY T A (WhUESHE

H) AN, MIDOREHIE S mL 28 T5. 10 mL OB
RBREZNZFLAOTIEE, TOBROKHIK 2 mL %27
D, VRHE 1 mL % 10 mL DRI H 7 5 R 3 |TEREICAN,
50 CLTOKRBTCIZFLIAVEER TS CHRERE LR,
EREN AR RESTEHEETS,
TEr=bUA—K (1+9) 1 mL ¥ MZ TEREHHENL
B AT AN I A RENER L T 5,
AT HNBNE 10wl ORTEIFAa,r N a=THE
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YUIFENI=HATH B0ome) ECOTICEX, RBHEKE
S=ATFAILAR, ERBERHESES, BREHEROA > TV
ERII7IRA2ETEF=bbU A 1 mL THEY, &KL
=h T ATz RSB S Y5, &S 50 °C BIToK
BCIRLALEBTIECHBERBLESR, BRI A5 E-
THET 5, '

TER=FI—7k (1+9) 1| mL ZIEREIZNZ CTEREYMS
BHLEY 5.000xg C 5 HEmLOBEL, FBLRSKRIES

n<w 578 FARBESTEHC L DBEIEICHE T B E

BBEET5,
BiK7u< v 757507 L REBESITFICEL ZHIE Yo

€L

BEECEPOBEAEERSE S yL 2iffkra< v /77 %

T AUEESWEICEA L, BRFUSRM 7 av b /7 A

ZBD.
BIESEME #
(k7 <= k75 78k
bl 5 b F BT I ALY B S

NAZH (NE2.1mm, BS
150 mm. K7£E 3 pm) E7
P BE #& : 10 mmol/L BEEE T E= U LR
B—7kb=FV (19+1)
(4 min f&#&F) —16 min—
(1+4) (8 min fR¥F)

3 : 0.2 mL/min
L FE B BE - 40°C
b E’Ei/\*ﬁ#ﬁﬂﬁs)

%u\%kiﬁ

?
L=
+ L bk ¥ KEER¥A AL (APCD i
7 5 A4 F — H R ;225K (4 L/min)
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B

® E #
73 J& H A : N> (5 L/min)
A E—T7 c—RBE ;350 °C
t—brT vy 7EE:200°C
D L & FE 1 250 °C
2 Y ¥ g v H A :Ar (230 kPa)
AV VIV ERAF—  FTEOLBY
T =X — A4 F V.FEDEEBY

£ BYWEOE=F—AFUEHE

TIE—V— TorFT rALF =YTar
RS SR DB, v  ERR  WMBA =k
(m/z) (m/z) (m/z) (eV)
= 483 59 — 21
HT2 b ¥ . o = 215 13
- 263 15
185 ~ 23
T2h¥s> s 434 — 305 16
— 215 21
. PTEREFVATANR 307 = 12
J = K, 354 — 247 14
305 — 14
2RV F=Fd—n + 400 = 215 18
— 185 22
3T EFATEH I =% 337 — 8
v —n B 4 - 307 13
15T EFATFE R =8 59 = 21
v/ N i - 277 7
FARS =N — 0 ) 355 = — —
- 295 10
FAFT =SV —3 e 427 — 21
IRk - = 457 14
=) - = 371 £ = 13
— 311 10
THFEL X s 413 255 = 15
= 353 10
it £ GohBRREBREHZ e b XA bE—Y
BSERODTRERZIERL, REPOEFE ) aF = &Zn
UCEEZEHNT S,
T 1 HROEBEERES (Trilogy B (FY < v 7 2KHE)

%) FHVTH W,
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% E

2 FEMETERVNEGIINLEAZOLOD

3 InertSep VRA-3 (V—=x AP A= A8 VY HF—/—
FEo6omL) XiIZhtREZEOHD

4 MBREZISUTTCBERARL, +oEBsE5,

S BRI IFEsEELSTS, HEZG L TR x=F—
N REFERT 5,

6 HybridSPE-Phospholipid (Sigma-Aldrich 8, J ¥ —/,3—
FEImL) XEFZhilFAZE0bLD

7 InpertsilODS-3 (P —x A = 2B APIESRLEIC
EFAHT2 XV, T2 FXv v, PTERRVAIL
R_R) =), FAIT=F =), 3-TEFATART =N

V)— ), 15-TEFATFF =V )=V, TFF

=NV )=, FFRY= ALV A3 T AavE, =
N )= A RUEZH L X DREBERRZEALEND
16.0 4y, 1824y 1544y, 11945, 12.8 4, 13.2 53,
10.0 47, 9.64, 83Kk WN113 %) RiFZhtRZEDL
D
8 LCMS-8040 (BERIERTR) |2 X 5 K6

(BE) SHEN)VF—a v

Sl

- INENREE K ORIR USRS
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% E #% #
TR BE FANE S MRSEURSEE
n 3 5
FEhmek5y 4 RElofEE ) ) BOEL ) RSD, (%)
HT-2h22 258571 20 3 97.7 54
200 3 101 2.0
KEMWH»3 20 3 108 13
200 3 106 43
Feie ahT 5 3 106 59
10 3 98.1 4.4
20 3 101 7.1
200 3 108 18
KE 10 3 104 17
20 3 75.4 13
200 3 103 51
;;’;;EE éﬂgﬂ 200 3 110 5.0
IEFLIATF IR 20 3 9L6 9.9
BRARS S 200 3 101 2.1
AR 4R ® A 20 3 89.3 10
B S Fk 200 3 102 1.8
e g WMENT R R UREE
MRS o>
Rk 4 RO (ueke) HREL %) RSDK(%)
T2 B5H5ZL 20 3 9.8 9.5
200 3 111 6.9
RKEMIT 20 3 108 58
200 3 109 12
Ag ek AV 10 3 95.2 89
20 3 101 6.2
200 3 111 4.8
rE 10 3 116 11
20 3 101 3.7
200 3 104 4.0
TufT—EE
S8 R SR 200 3 108 6.5
I TEBI TR 20 3 101 1
B AE AR 200 3 105 5.6
WASIEEA 20 3 102 10
EAHE 200 3 94.3 49




x E # E B

VTEFETR L9510 20 3 90.9 3.0
Pt s 200 3 88.9 7.0
KEWPT 20 3 98.4 14

200 3 106 3.1

ek oY Vi 5 3 107 5.8

10 3 108 9.1

20 3 113 4.5

200 3 112 16

KE 10 3 98.2 9.3

20 3 99.2 63

200 3 109 3.0

%ﬁiﬁ éﬂjﬂ 200 3 110 12

WEAR TR 20 3 108 42

B ARA R 200 3 103 45

RA4EER 20 3 104 97

Eafk 200 3 116 2.0

Ll
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® E & IE A
; B EE 5 WMEN R MORURSE
RS> 4 RELofEE (u/kg) MuEL %) RSDK%)
FAVT= 3p5IL 20 3 110 2.0
ey 200 3 101 42
KE M 20 3 102 14
200 3 107 62
et 5 3 109 7.4
10 3 108 7.9
20 3 115 2.0
200 3 112 17
xE 10 3 90.1 12
20 3 110 43
200 3 107 3.7
e =3
%;’gm éﬂgﬂ 200 3 114 2.6
IR 20 3 107 42
BRI A 200 3 107 7.0
WA4EER 20 3 944 5.0
BLA 200 3 116 11
3FTEFAT L5BBIL 20 3 104 39
AHRv=s31 200 3 94.2 63
Y KEMIT 40 3 785 29
' 200 3 9.5 3.5
Feteadd 20 3 96.8 15
200 3 108 4.1
K% 40 3 95.8 7.2
: 200 3 103 47
———
%;’)%a gxﬂg;ﬂ 200 3 99.3 25
IFHHIFIR 20 102 8.0
B BE A s 200 101 22
WATER 200 3 101 25

ek




w E % IE B
AR E N RMEINER ERURE

s REOEE (ke) 34 %) R,
I5-7TEFAT 25b5HZL 20 3 106 9.8
Axy =3V 200 3 103 54
i KT AT 40 3 102 36
200 3 112 17

gk oY vt 20 3 110 37

200 3 115 17

KE 40 3 100 43

200 3 102 6.3

;ﬁ;/gaﬂ gjﬁﬁﬂ 200 g 108 11

FRLEIF R 20 3 102 69

B R AEA e 200 3 96.6 5.0
WHRSEEHR 20 3 92.9 10

A EE 200 3 119 35

TAXRY =N LSBATL 200 3 90.3 7.7
VISV kgt 20 3 99.0 6.0
200 3 93.8 62

ipfchMh T 10 3 91.0 8.3

20 3 110 59

200 3 104 35

K#E 200 3 92.1 3.0

371‘;;34}!?@; gﬂgﬂ 1000 3 91.4 9.1

SRR 20 3 944 94
SRARAES 1000 3 90.2 7.1
g’%ﬁ;‘;ﬁﬁ 4000 3 111 24

6l




04

Bl

® IE # B

, WhRE N FMENRE R

IRy % SElofEE (ke Rl % RSD(%)
FTARL =N LRBTL 20 3 86.0 16
v/—ha 100 3 815 a7
A KEWHT 20 3 91.1 17
100 3 822 4.4
Zefchaimad 5 3 90.2 89
10 3 90.7 13
20 3 71.4 6.4
100 3 70.6 7.0
& 10 3 834 9.6
20 3 119 53
100 3 88.4 5.7
ﬁjﬁ;’gm g\ﬂsﬂ 100 3 97.8 38
IFAH TR 20 3 958 3.1
Er AR AR 100 3 72.5 17
HWA4EEH 20 '3 104 15
Bl ekt 100 3 98.2 22
L ERLS PRRATL 200 3 108 19
KEM»T 20 3 98.0 42
200 3 97.2 43
el haad 5 3 102 59
10 3 90.0 14
20 3 82.0 2.7
200 3 107 52
rE 200 3 98.8 3.0
;‘;’gﬁ ggﬂ 200 3 955 16
VIR IK 20 3 74.6 32
BRRAEAER 200 3 89.4 35
WA E 200 3 108 44




4

% E & B
TNk EE FMMENER R URSE
bl A Bkt ORENE WEEL
(re/ke) (%) RSD{(%)
TPLIK ERRBIL 20 3 833 47
200 3 91.1 8.0
KEHH»T 20 3 90.8 17
200 3 972 924
ez imay 10 3 111 13
20 3 86.1 15
200 3 101 86
K 10 3 108 1
20 3 89.0 15
200 3 107 32
Taf7—EE .
Y-y 200 3 101 15
IR 20 3 100 44
B REAFR 200 3 104 86
AASIEEA 20 3 84.1 5.0
E Sk 200 3 118 15
- LR
P AR FIRE  RUERS R LRE zHEmmg
7 HE D HorRa
REE RRORR wax sk g 0 mm o0 Rl
LIvAZL 8 0 200 103 33 83 04
HI2FVY  REWHT 80 100 104 98 98 045
‘gg’gigﬁ 8 0 100 104 85 85 039
EIbATL ] 0 200 102 75 15 037
T2hFYY REMPT $ 0 100 100 71 11 032
E%ﬁigﬁ 8 0 100 105 52 92 042
EIBATL 7 1 100 99.8 45 45 22
ITEIEVR , _
ey —y, REBBT LA SR 101 43 43 019




A4

E #%® ;L]
BUHATEE
REEAER 50 103 66 88 0.40
55210 20 107 86 86 048
ﬁ*/7:j_kﬁm#1 100 1® 31 49 02
EANTEE
RERAEH 100 106 68 68 031
IHBHIL 00 97. . . 0
yTt%»?tiZEif ;o él ” % ;
*y:ﬂV/—&;M¥R* 1 76 V) 057
12 =)
SRR 100 102 88 1 049
EIHAZL 200 115 78 v} 058
B-TEFNVF.
FXy=AL KTMRT 100 116 90 1 0.65
/=N
CEAMTRE
RER A 100 109 43 8.1 037
T 200
LIBAZL 75712 972 52 85 042
FAFV=AV |, _ 100
J—n KEMPT TR 103 34 13 0.59
BEAMFRE 1000
RRARLHH vz, I - - ]
E9bBIL 200 9.7 35 15 068
FrExyv=Av
J=N=3 IV KREWpT 100 782 64 i} 059
ayp 2
EAHTRE
REEAEE 100 83 46 2 10
- 200
EIBAIL Ty 1S %38 41 76 040
=RV )=V KTHMhT 100 8.9 5.6 56 05
EANTFRE
REEA RS 100 %9 39 94 043
EIvAZL 200 101 88 88 043
¥V v-X KEMIT 100 %38 85 10 048
-3
EANFRS 100 105 51 14 062

BAREHE




€C

® E ®

- ERTR  3-TEFATAX V=NV /—NEKRI15-TEF
NFAFv=L /=) REd £ 20 ugke, T2 bF¥

V. FAXRY=AVI—VRERTFL ) X BB £ 10

uglke, FOMoHUE FEFT £ S5pgke
- RH TR 3-TEFATAXERL )=V RN 15-TEF

NFEFEF=A"ALV )= RAEth K 6 pgke, T2 FX¥
V. TAXY=AV )= VERTF L/ X REH £ 3

woke, FRHoONUTE FEEF £ 2ugke

$£6FE B E
B1H K%
1~11  [(E&)

12 7E7x=z—}F
121 7E¥7x—FrEURRAEI RFRADOKRE I~ NT5T7F

F ARG EANTEHC L B RIRE ST E
EI3H 2812k B,

122 (K]

13~72 (B&]

73 THN 36-Yruu2-bt RuxEEER (LLTASHICE

WT IDCSA| &5, ) BRUDCSA fug k%S, )
730 HRZu< b Z 5 7TEEBSFFICLDIN 85 ES!
(&)

F6E B
E1fE &%
1~11 (B8]
12 7¥¥7x—}
(FrEx)
12.1  [(H8)
13~72 [B&]

73 TH N

731 HRZu<w ST 78RS
(B&]

WrEhic X B BEERSSTEE]




ve

X E &

1E

0}

732 BEI/o< b o772 FARBESHEICE AT LN

2R UNDCSA 2 5471k
CE SR : KSR PRE M T)

A BHEOHER

N A ERER VAN (CsHeCl,0:) 25 mg % IEME
KE-STS0mL DEETTFAIRTAN, AFX ) —A%NZT
L, BICERTCRBRENL T EEER L
W42 (oW 1 mL i, PH"2 LT 05 mg #5867
S WL

2) DCSA R  DCSA [CH,CLO:) 25 mg % FREIC & -
TS50 mL DEBET T RAIZAN, AF 7 —A%ME CHEN
L, BICfER T CEBES /X T DCSA BRI T+ 5

(ZOW 1 mL ¥, DCSA L LTO05mg #8635, ) .

3) ZERNGETRERYESEREECESNEER &
EFRMETRE# U LS (OB R-BC) 8 mg RUERE
EhL TR DCSA %° (DCSA-Cy) 8 mg ¥ EREIZE > T
TNEN 20 mL DELRBRTI TR AN, AF¥ ) —L&%MzT
ErL, BEERSE CREEZ N CEAEERMETEER
PEEEFRZARTS (Chb0lES 1 mL ik, PN
PCs RO DCSA-BC, 2 LT 04mg 5 FNThEET S, ) .

FiZ, FEERBO—FBEZEES L, A% ) — LV TEREI
FRL, 1 mL PIIPH L 23.8C, B DCSA-PCe & LTFh
TN 20ue *EFTHRENEERLRMUT S,

4 BRERERARSEERERE FACELT CHUARD
DCSA FAEHERIEI R o 3-BC, B8 DCSA-C, £-227E
FN A TR IERDEEERE O —FEEY 0.1 V% XRREK —

AZ7 =N (1+1) TERICHFRL, 1 mL Pz H o R"EW

. DCSA L LTENEN 5~200 ng ®* BT 0.5~20 ng B* 2 & F

(R




w E #

® E

L, 2o, VH ‘/A‘-“_cﬁ E O DCSA-°C, & LTENREN 20
ng R 2ng ¥ EETAEAOREBRERBARSEERSZ AR
35,

B ® =
i H SHEEREE 10.0 g & - T 300 mL ER=FAT 5

RapAh, BEPERERK 1 mL = XUk 20 mL &A%, 30
SEEER, Flok—7br=1tY (1+1) 80 mL ZANZ,
30 HEEVEE CHHT A, MHEE 100 mL OFHEEE LI
BYEIC AdL, 1,500xg T 10 R OB L, BRI A INK
ST 2 RBHAR L T 5.

hok4riE EBHAKE 10 mL % 100 mL O LIEEREIZIE

ge

FElC AN, EEE (27+170) 20 mL 22 %, BLILBRELE

L., 95 °C ORMBT 1 KM L Z#BGETSH, Tz

1,500xg C 10 HSREOHEEL . FEIREZRESEIZHET S
AEERE TS,

RS REBK3nL 2500 L0iET R U AER

(10 w/iv%) 20 mL % Ad7= 100 mL O iEIEF A (S IEREIZHN

2. Bl F A —F N 20 mL 2Nz, 5 SEEYRER

®&%ET S, KE (FB) % 100 mL O5#E}F B IZ AN,
rxFrz—7VE (LE) % 100 mL ORFHT 7 A3
ANh%., DHERLIARSTFAT—FTN 20 mL THEL, ¥
EELEES B Icx, 5 pERVEF-EHET S, KE
PRC, PxFAI—TFTNEEEDODRIBTITRAaZGD

H. 40 °C UFOKRBTIZLALYERTS S CBERMEL .

BEHFAZESTCIScFA—FT L EERSES. 0.1 vv%

FBBR—AF /=N (4+]1) 5 mlL ZMX THEBEYEEDL

L, 7 szt 2REEEE TS,
F 5 LNALERE S FrEFINTY M) AN I=H T D




9z

® E &

(1g 2%A% 7 — 10 mL BT 0.1 vv%XERIAIK 10 mL
TIERGEER TS, BEEBEEZI=HFL2ICANL, BERKT
ARID LSICET 2 TRHSES, RBBKRO A>TV
BRIFETFTRa% 0.1 WHXBRBKR—AZ ) —L (4+1) 5
mL THREL, CBREZI =D FLTMAAEIRESES,
10mL DRBEEZI =N TFTLADTIZEX, 0.1 viveeXRRYEHE—
AE =N (A+1) 10mL 2= T2 RXMITTH RN

DCSA Z#HHEE, BHBAE2 S H U ROEEICHAVWS DO

Wik o< v 75 72 FARBESEIC Y 5 BIEIC 4

LREEW L T2, FIZZ ORFHBRO—EEE 0.1 vv%F

BBEK—A¥ /7 — (1+1) TIEREIZ 10 f5FH L. DCSA O

EECAVSEODREZa< b 7575 F ARG SH

FHC L BIEICT 2 3 EEk L+ 5,
7o~ b 572 o FAREESEHC E B HIE R

BEBRECERESIERARAEERE S ul 2iEkE7 o~ b

7272 T ARBRAHEHCIHBAL., BREEREZ o<

G AEES,
BELRME i
(ks v~ + 75 78)

b 7 AT RFMMET DV IEADE T A

(N 2.1 mm, X 150 mm,
RiEE 5 um) E7

P i # : 0.1 v/v%EERR « 5 mmol/L BEEE 7
VESULABE—TEhR=}FY
v (19+1) (5 min f&¥F) — 2
min — (7+3) (8 min &) —

2min — (1+4) (5 min f£§)
i # : 0.2 mL/min




L2

® E %

# T H H B E:.40°C
(& v WBVE BT B )
A F v b E:xLrbruxFr—AFUik

(ESD & (BAAVE—FK)
4 #F ¥ B B E:150°C
FIN_R— g3 HR N, (800L/h, 400 °C)
x5 Y —BE:06kV
2 — v H R :N, (50L/h)
a — v B HE:TROEBY
2 Y ¥ g v H Z:Ar (0.4Pa)
2YPag VI RAF—  TROLED
T =¥ — 4 F vV :TFTRDEBY
% ZMBEOE=F—AFEH
2V4—p— FaFI L FY a—=r alVav
BENSWE (4Y EEA KERA 0 BE iy

(m/z) (m/z) (m/z) w) (eV)

Th s 219 s = & 6
- 145 20 10

TR, 225 181 - 20 6
& S 161 — 2 12
- 125 2% 20

DCSA-PC, 211 167 — 26 12

B B BOhEBREUSRIHI o< b T ALY Y

3. DCSA., UH 3-8, BRI DCSA-PC, o ¥ — 7 miE %K

DTHEEEICIVREREZERL, REBFOTPHRNER
O DCSA B2 RO, RRLIVRABPRO T 8

(DCSA R U'DCSA HidHkz g, ) BXZENT S,
EEHROTH N (DCSA BT DCSA &K E2 ST, ) &
(mg/kg) =A+1.07xB




8¢

® E &

® IE

A BREBILOLRDERBTOIH OB
(mg/kg)
B BEHIPORD AR DD DCSA DBE
(mg/kg)
E 1 AETEK REBRIIOI oL T A T I o,
CHVNTGAFATIVE, P g rERRY

HARFPITAEBRETICWERESIRIEZ, REb o
VAVAREBIZEENS, '

2 AETHE, BEYH o DCSA A EIIMASEEI T,
DCSA L DEEE L TEEESNS,

3 KERMAETEE#RE LTHBT S ARD
DCSA i, ¥h 8 (B-BC) RUDCSA (B-’cy) X
b EREDOLD

4 TOHFBICIIEESRBEO LRI, REHOTH R
K U'DCSA OFEE L L TE 20me/ke Thd,

5 WEIX ImL/min BELTS, KBS L TRKE| =7k

— NV FEHERTS,

6 MegaBond Elut C18 (Agilent Technologies 8. #7£% 40
pum, VF—N—FE6mL) XiTzhlBA%ZDLD

7 ImertsilPh (P—x NP A = A8 KBEEHFICLD
VA SE T DCSA DERFERRIZIZEN LN 9.0 R
98 7)) XiBZhliEEDHD

8 XevoTQD (Waters &) | L 5 &4

(338) HIERY)F— g

- URINEIY R B OGRS B
EBNRAS4 R O biyllib - i3 WE L MEMER R UKE
(mg/kg) (%) RSD(%)
X=E 1 3 100 © 39

10 3 - 911 09




6¢

th IE # & IE B
KE UMBE~A) 1 3 98.4 21
S P 10 3 9.7 14
il KE Mt 1 3 95.0 09
10 3 95.7 52
T A r—F—H 1 3 88.3 25
EREWPT 10 3 98.8 0.4
xg 1 3 101 76
10 3 830 - 15
KE (MBEA) 1 3 86.5 42
10 3 919 13
DCSA —
- REM»T 1 3 98.7 6.7
10 3 © 934 31
Y 1 3 862 40
- FEERAER
RAE L R Eoied *“m *’"’“(;M ‘];;D'T;F E':sﬁl‘m" HorRat
XE 3 1 1 100 8.2 13 0.80
TRy KT (EMESN) 9 0 5 103 31 6.8 0.54
KEMeT 9 0 10 oR2 45 5.1 045
xE 9 0 5 101 56 86 0.68
DCSA KE (FERMEA) 9 0 10 100 4.7 74 0.65
KEWPT 9 0 1 103 79 1 0.65
- EETE ABtP £ 1 mg/ke
- B TR REH 4 0.3 mg/keg
74~109  (E§) 74~109  (B%)
110 FAZARNYY (FAEARY v, trans-TNAVE ALY VRO 110 SAZA Y Y (FAFZAFIVERRTuA YY)
rFuaxbVy) (B8] (B&]
111~245  [B§) 111~245 [(#5)




0g

® E #

& E B

246 FXV VN =v @
246.1 W u<w NS F 77T ARERSENC L 2 EBRSS
W (2o 1) B! O(BR)

2462 k7 ua< 778 T ARBEROWENC L ZERS S
Vg (Fm2) E!
CEF#EAE : fEb D)
A DEE

246.1 DAIZX D,

B = B

s B 2 S g 2IERICE > T 300 mL DEE IR =
A7 7 A AN, K 30 mL &%, 30 yRI#ES. Fic
02 Wh%AZ ) VEBBEE—T 2 r=FY N (342) 120 mL %
Mz, 30 SERYIBECHMHTS, 200 mL 0BEELET T
A% 7 7RI OTFICBE, MHEEL T 5 255 ?
TREIABLEER, BO=ZFT7FRaR VB X%IEK 0.2
WNNAZY VBB -7 h=F )/ (3+2) 50 mL T
L, FHRICKB|IA8T 5, BCEET7 T AaDESE T 0.2
W% AZ Y VBBEHE—TEr=FY N 3+2) Bz A, =
DED—FEEB® 02 wW%BAZ ) VEBBEK-—TEr=RrI L
(3+2) TIEREIZ 100 fEF R L%, FHFK 4 mL % 50 mL @
BRI T7 T AT EREIC AN, K 10 mL 212 ThH T A0E
T 2 RBIEIE E 15,

T LLEE S TES ARV —N-EoA¥r ) KT
EEI=HTF A (200 mg) B4EAF ) — 10 mL KBUK 10
mL TIEREET D, REHEEE I =0 F AT AN, K@
RTAHRD EIRIZETSECHRHBSES., REBRBROAST
WhERTHETZ I Aa%kK 5 mL T 2 EeE L. kL )E

246 AXVV=w I
246.1 I v~ VTS5 7 7T ARGESTEHICE DERS S
Prig=!  (RE]

(#Ex)]




LE

® E #®

:

omn|
=

RI=HFhlZMz, FRRICHEHESES,
50 mL DRI IFTAaBI=HTLADFILBEE, A&

= 5mlL ZI=ATAIMATAX I V= JBEHEHE
¥ 5, BEHIEE 50 °C LFTOXKBCIEE A FEEET 5 % TH
FREL®%, BV A2k CHETH, K—RAZ/)—)
(743) 2mL ZERECMX TEREYEEI L, 5,000xg TS5 45
FELABEL, FBRDKEPEERI ax ST T2 T ARE
BoWEc X3 BEICHT 2 REBEKRE T 5,
BhRIZu<x b /378 FLARBERBSHEHIC L ZBE  246.1

DB DEEIa< 572 T ABERBSIEIC L 2HIE

DEIZX 5,
# =1 246.1 DB DFHEBEDEIZL D,
B 1 EEREEXLEKRETT.,
2 GFP-95 (MAILEMERSR) XIXThilFEZEDHD
3 FEIZ 12 mL/min BELTZ, HBEITGELTERE =
=NV KEFEHT S,
4 Qasis HLB (Waters 8. VF—N_"—F B e6mlL) XiFIZ

NEREDH D
_(BE) sHESAVT—a s
- FRAN BN 2R B OV UK BE
any ; WMBE - WNEINE SELUEBE
HetoEE (meke) iR L %) RSD(%)
fab b1 0.6 3 9.7 39
1 3 91.0 6.4
10 3 89.8 3.0 .
fiado b2 0.6 3 91.0 4.1
1 3 92.7 49
10 3 91.3 2.9




[4%

® IE #% B
p et P RMRE FONEDN R R LURE sREnms
BROBE meb BEE gy (%) RSD, (%) Rspn () PR
fEbbl 8 1 10 91.9 28 53 0.46
b2 9 0 2 97.6 25 7.6 0.52

- FETR AP 0.6 mg/kg
- R TR AEtP 0.2 mg/ke

247~254 (B&]

255 A<
2551 A-FEYIRUAFELDOEEKY B b FFTRAT

LRVE BRI L B RS IE
EI3H29Ck B,

256 A<=¥FrNL
256.1 A=Yy I7RBRPA=FENLNDEEKIa~w NFF5T7H2 L5

LBRVERSHTENC & B RS
B3H29ITL B,

257 TARFuinT
2571 AT AINTEZOMOBEEDOBER I a~w NS5 H2 5
LBEESWTENC X 5 BB o iriE
FIH30IZX B,

258 HT7xzvRbu—n
2581 AT ANTEZOMOBEDEE I ur N TF5T7 2T
LRV B RN & B BRI E
EIFM30ITKBD,

247~254  (B&)

(#rEx)

(¥rER]

(#isx)




® E #®

;1]

£e

259 @-R-THZA LY v
259.1 BEDOHFRIu<w S 7BESHIZE S —FoWE
EBI3F1ICED,

260 57X T
260.1 TAZUIANTFOMOEBEROKBEKI w772 0T

LB BRI X B AR E
EI3IFH30ITEA,

261 ¥V Y R—1
2611 ZAZOUINTFOMODEREOREKI o< b TF7T7F7 VT
LEVE BT EHT X B R Hris
E3IE30ICEB,

262 74 F

262.1 THS5AFRDIRZu= 7T 7BESWEIC L S ERS
pALIRES
(R : fab o . fRREAHEBR UHK)

E A HEoHFH

1) Z¥H54 FE¥E 7974 F (CH,CLO,] 25 mg #IE
BITE-TS50 mL D287 FRAai AN, TV E2MZ T
L, BICESECRBEZMX TV I A4 NMEEEREL
WA S (ZOE 1 mLix, ZYIFA KL LTO05 mg %88
+5,)

FERIRELT, EEEK2 mL % 50 mL 0£ET7 5 X3l
EREICAN, FIERETCT 2N T, 1 mL FiIT 7%
SAFLLT 20 pg 28HT2BERYTD, ZOBRD—FF
EXFREECERIZAERL, 1 mL FIZIHFA FLLT

(#rax]

(#Hiax)

(¥rEr)

(#rEx)




e

B E &

Bl

0.002~02 ug 2 EFTEIREDTH T4 FEEK > FR T
oW

2) FHREHE RYV=F Lo 7Y a—) (EHSTFE 300) 1
mLIC7 %2 CTI100 mL &L, BIZZD#EKE 1 mL iz~
XV ENMZT200mL OFREEZ TS5,

B B B

fH B 2k 100 g 85T 300 mL ER=FTS
A AR, K30 mL (KX 20 mL) &M%, 30 RiEE
%, FIc7 b 120 mL (BKIZ 100 mL) ZA0% . 30 40
RV IRBECHMT 3, 200 mL DLET7S5Xa% 7 74 —E}
DFCEE, ML A (5 # B) CHRIIABLEE, &
D=FT7FRaRPEREZIERT 50 mL THEL., F
REEK5|ABT5, FLeB7 5 RAaDERETT %
Mzx5, ZOWH 4 mL % 50 mL ORTHT 7 XA IICFEREICA
AL, 40 "CUTFDOAKBTH I mL LLFE CRIEBMHELEZ, X
SmL M2 TH T LMBIICHTAREEKE T 5,

A7 LB HAEBEREZAMESA V0 + BT A5 (10 mL R
FH) Blic AN, 10 SEEBET 2, 200 mL OATHT T X
I HFLDTIREE, REBEOASTVWEARTE T T 2
SJE~XY 10 mL 3O T3 EEEE L. R EIEKRY T A
Mz, WEAETAHD LBICETAECR TSR T IS
A FEEHSES, FIZ~FY 70 mL 24 7 2ichiz TR
BRI S, BHEZ 40 °C U TOXKIBTIEL A CEEY
DETHEBMEL %, BRI eE-oTERTS,

~EY 2 mL A CEREYEFEPL, BT AL I
BIoHABBRET S, :

A7 LE I EBRIABT X TAI=hTF A (800

mg) 2 EAFY 10 mL THET S, REBEEI=FT




® E &

k

|
=

LIZAN, BELFTECARO EHICET S FE THRIBESES,

REBBROA > TN 2F BT FRAaE~FYY 2 mL £ |

T2 EEL, EEZIERI=FT AIIML, FERICHHRE S
#3, BER~FHor—V=Frz—7)L (24+1) 20 mL % 3
=HF iz, FAHBCEBESES, 50 mL ORITEI T R
aAFRI=—HSLDOFRBE, ~FH =T b (19+1) 10
mL ZMxTI7V 74 FEBEHSE5,

VAHIIE S 40 °C SIFOKBTIEL A PBET2 E CHRIERE
ML, BEEHAF->CHBETS, HREE 5 mL &1F
RN CTEEMPE»L., Bt ORO—EE: HRER
CERIZAR (bbb 50 i, WMEEEAE 25 £, WX 4
) L, ArrZu<w bS5 7EBESEHCEARIFEICHT S
HEEgE 35,

HAru<w NS 7BESHENC LI EE  RABHEERRUE

513

TH 54 FEEEKRE 2uL # ¥R 7 u~ v 77 7EESHTEHT

BAL., BRAAVBHZ o= b F70585,

HESEE #

A 7 b BEEMOERER YT VAT b

(5% 7 ==)Vv—95 % AF
ARy rra—r4v
7. W& 025 mm, £X30m,
BE/E 0.25 um)

¥ U ¥ — #H Z:He (1.0 mL/min)

Bl @ A B XFU v BRLZX (1205)

£t & A IR EE - 250 °C _

S A f R OB WHIEE 70 °C (2 min fREF) —
FIR 20 °C/min—280 °C (10 min
RE)

N [ [ |




ag

® E &

iIE

Bl

H 7= NERRIEESiTet™?
vE—T = —RBEF . 280 °C
F v OB OEE:250°C
F v {k E FE:70eV
A v b % EBTESAFIE (BD i
=% — 4 F v .mk243 CGER) | 272 (BER)
it B BohkEERAFVBRHIu~ b TARLTY

R N N RN~

A FOEr— 7 EEERDTREBFIERL. Rt 79

74 FREEZFEHTS,
£ 1 InertSep K-Solute (10 mL £ H) (P—= ¥ AL =z

28) XEFhiEAZ0b 0
2 Presep-C Florisil Cartridge (78 TAZIE 800 mg) (Fo%
METER) X3l FEZEDb D
3 5975C (Agilent Technologies ) iz L % &40
(BE) pEAR)F— g
- EANEIIT S B UM | S EE
SO 00 B IBE oo TWEIRNE #OZ UM

(mg’ke) (%) RSDA(%)

fiadd & 6.5 3 92.1 3.4

13 3 89.0 34

130 3 88.1 0.9

il 38 WA 5 sk 1.5 3 90.5 4.0

3.0 3 92.0 2.9

30 3 93.9 0.4

Bk 0.5 s 92.8 2.1

10 3 102 14

- LFIAER

noun SIE BEE o Mo e e e
‘bbb 9 0 130 100 2.1 6.3 0.83
WEEEsRAE 9 0 30 937 18 38 0.40

Bk 9 0 1 4.9 5.0 7.4 0.46




® E #

LE

- EETER  Bbb: RETh 7 meke, TERESMEE - 3B
(g% B 3mgkg, K : BT 0.5 mg/ks

-BHETER bbb e 2 meke FREBHEGE : 3B
(ReEd) B 1 mgkg, Bk : 3EH 0.2 me/ke

263 77T
263.1 TRATUubINTFOMODEEDKEKEI v T T73T7F T

LARBEESHEHC L B RESTE
E3H 30Xk 5,

264 AF I FHRAR
2641 TE7xz—FrEUOAZ I FEFADKBIu~w IS5 752

FLABE BB L 5 ERSITIE
FE3H28iIckB, '

E2E (8]

H3H ZHORRIIE
| BEOHRs a< b7 7RSI KB —EHHIE
(1) Ztrxtgessm™!
(hB&) . SAF ALYV, aRTFTNAERALY >, trans-T NV F

ARYLEL FATFTRY) Y, FATKRR, FFaRFY B
(hER) ROA EUAZX (141 F45Y)
(2) ik
A (#&]
B = B

W O OH ~ »7A0EIN (B%]
HAru< 7S 7EBHSTFICE2BIE =17

(%3%)

(HrEx)

w28 (M)

HI3H BHRHRESIE

1

BEOHAZuv b7 T 7EBESHFHC L5 —FoMiE
() Brstgieam™! :

(hEE) . SAZ ARV, FATRY Y, FATHRZR,

oA NYUE2 [(hEE] RUA B YRR (139 %)

(2 s
A (B&]
B = B

h H o~ b7 AR (B&]
HAxru<w 77 7EBEBSHEHT L ZBIE =13




8€

® E ®

HESHE #

(PBE) ,
T = F — A % V. R1IER
#z1 BREOBIEA A

HB%4 ERA L WERAA
(hEg) i
TNERARY 181 253
a-R-FTNEZALY 181 253
FTNTFY v 226 241
(LR
H -1 (Bg]

T 1 KEX, 2R LETRTOA YO RS % 157
AEL7Zb DT, (bEMRLOMEERIIC L 5456
ZERVCRE~DOFHZEOBNEH 5D T, St e+
SILEMDOHMAGEHLREITLTHOEN LD INOLDOEEK
BELTHELZ E,

2 trans-TNEA LY U FNERALY L 2DEEBEL
CEET D, ¥, FFuX b iE, ¥RZa~w s
T7BEGWEI~DBEAICLIDTNANZ A N VICEHB X
NLEZZENL, TAFAPNI UV EDERBELTEET
B, ‘ ;
3-4 (BB

(B%E) HFER)F—a

- INENN R & UK UK EE _

D aRFANEZAN) VER trans-TNEE B v

EFRofEE
MM E R & R LIS L FEV—EL

e @ee) EME® Rsp”  EMEY RsD” B  RSD®

(%) (%6) (¥e) &) () (¥5)
a-R-FHE ALY 02 201 89 176 9.9 = e

MEZRHE #i

(R

T = - F o RIEE
#1 ZFREOPEA A

HA% EBA A WRAA
(hEg]
TNEARY 181 253
(HrEx)
FTNThY 226 241
(LUFRE)
Eip B (B%)

B 1 ARER, ZZETFLETTOEY O RRST %1%
REL72 S D T2, (bEWRLOMEERICX 55HME
FERVRE~DTFHBEOBRNEHED T, s+
HEHOMAEDLEITLICHELNA LD INELDEER
FELTRLZ L,

2 FFaRXbNYUR, HRIaw ST TEESWE~
DEACELOTNLVERXA N VZEBRENBI NS, 7
NEIARD) U EDERBELTERT S,

3-4  [(B8)
(BE5) HfFENY)F—va v
* BRONIEDR = K O LK BE
(]




6E

® E #®

i

B

05 = = = - 196 69
1 109 11 110 5.5 - —
3 = = = = 101 67
trang-T e F A LU v 02 241 93 208 9.8 - -
05 - - - - 239 8.8
1 140 14 144 3.6 = -
5 = = = = 131 9.5
X AT R 50~200 %DOEBHIZ Vb D,
2) (8]
3 - (B8]
4 (B8]

1) oRTNEALY VERrans-TNF A Y~
REe FINRE FNENE BELREE SHEREE

mmﬁ_’% RROER = (mgg) {22)  RSD, (%) RSDp (%) FoRat
+REAEE 4 1 107 19 14 0.88
cRFNFARIY LHBBIL 4 1 103 14 11 16
FE—BE 4 5 89.5 11 9.0 0.72
kRS ER 4 1 109 13 10 0.60
raw-FAEARYY EIBATL 4 1 102 7.1 6.3 0,40
FEL—HE 4 5 88.9 15 11 0.89
2) (B8]
3) [B&)
49 (B8]
(hE)
2~27 [B%)

28 TEZ=z—bRURAZI FERADEEKI v~ 575 F A
BEESHEHC L B AESTE s
) LSHEgEED TETz—bREAZI FEHER (2 K

/\)

2 BEHAEE

A BHEOFEH

1 (B
2) (B8]
3 (&)
- HREIRER
(HrER)
1 (B8]
2) ()
3) (B8
(PEE)
2~27 [B§)
(FrE%)
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iE

B

) 7E7=—rEHEFKR TE7=—}F [CH,NOPS) 25
mg ZIEMIIEST 50 mL DLEBT7FXaizAh, TRV
EMZTHEML, BCERE CREBEESMZ T EZ=—F
BEERBEZRAMTS (IO 1 mL X, 77—k & LT
05mg5E5FT 5, ) .

2) AZ I FHRRAEERK A& I FAA [CHNO,PS] 25

mg ZIEMIZEHST 50 mL DEBIVFRalc A, T hry

EME CENL, ECBERECABREME TAS I KA

BEEFRERZRAETS (0K 1 mL . AFZIFFERELT

0.5 mg ¥ EHT 5, ) .

3) BERSEREERE FAHCELT FEERERO—TEY
BE&EL, TE P CERBIEZERL, InL$P 77— R
VCRAFII FARRLLTENETN 20 ug 25FTHEEKERSE
ERBEAZFARNTS, COFEEFK | mL 2 EREICE Y, BF
HARAZFESTCHERELEER, KCTERIZHFERL, 1 mLYPiIc7E
7x—hROBAZI FFHFRLELTEREFN 2.5~250 ng 5 F
TAEAOBEEAERERYFEN TS, :

B = 2
3 x| S3HTEEE 10.0 g 85T 300 mL DIER=FT 5

A2 AN, K20 mL (EEBEE 30 mL) ZMZ . 30 4R

BE%., FIZ7¥ b2 100 mL (BHET 120 mL) &M%, 30

SEEVERECHETA, 200 L 0L ET7 S A ab T 7 F—
BIOTICEX, fiHkE A8 (5 B B) THE|AB L

B, FO=ZAT7FAARUVBIZIERT & b 50 mL THE

L, ARIZES| SBT3, BRIZEB7 5 RAa0ERTI T &
brZEMzs, ZOKS mL (HHE @RbbEK, ) I,
BT CEREICI0BHFRLAE, ZOWKS mL) % 50
mL DRIFET T A IIZERIZAN, 40 °C UL FOKETH 1




® E &

#® IE

mL FCHEBREL, BT rV A 1 g RUYK 3 mL %40
Z. HIANE T AIREEKRE T 5,
BT LA | REHEKEZAESA YOI T A (5 mL &

BH) BlicAhz#, 10 SBHET S, AEHEEDOA > T
ERTEIFRAaEA~FY L 10 mL $©O T4 EEE L., EiE
FIER D T 222, WEIECARO EWICET S E THR
HEE5,

ZHEFA VT EHT LD TIZHEH LOEFBETF V5 mL
CEE LS T I A MA—AR I =T 5 (500 mg) B2 %
HiEL, 200 mL ORI I T AR I=HTF LOTICEL,
REBBEDOA> CWERTHT T AR EERTF )V 10 mL ¢
ST 2 EIEEE L., RELIERD T A2 X, & TETAA
DEBICETAIECHRTFSETCT 72— FRTPAZI FRF
AEBEHEES, FICEBRIFNL 40 mL 287 KMz, B
BICEH 85, BHIEE 40 °C U TOKB TH | mL F TH
ERELER, 2T A2FE->HETS, ~XH L —TF
Fy (743) 5 mL X CHEREWEZEP L, BT LME I

BRIk L35,
B 7 LALER 11 VI FNI=AT A (690 mg) E~FH

374

— T by (743) 5 mL THET D, ARBERESI =0T A
AN, BESTETAHO ERICET S ETHRIHSES, &

BEIEDASTWERTE IS RAa,k~X v —T M

(743) 2.5 mL $©oT 3 EEHE L, WREZBERI =N Z LI

iz, FfRCHEHSES,

50 mL ORI IFTAaRI=WT7LOFIZEEX, ~FH

V=T Fy (141) 20mL FI=HTFAEMZCT T = —

PEUAZ I FEAZBEHEES, BHEE 40 °C LT OK

BT | mL %k CMERM LI, EENR Ik CHET
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® E #®

D, K 1 mlL TR CREYEZENL, EEIZ7a< b

2772 F AREESITEHC L 2 BIE It 2 RIS

Sk

BE7 o~ b rT7 78 FAREESHEHC L AHIE ok

BEEOEBEESERERE 2 0l 2k n< b rS78
TLAREESWHICEAL, BREGBRH 7 u~v b 75 A%

B5.
BlESHE #l
(Er o< 75 78)
i) Z b FTEFINY LY BS
NATFEH (NE20mm, EX
150 mm, K€ 5 um) 3 ;
b/ Bl #& : 2 mmol/L BERRT & = 7 LIk
— A& 7 —n (19+1)
bl # : 0.2 mL/min
N T A f# B PFF.40°C
(F o F ARE BT EEEY)
A F v b BE:xLrbhuRFL—AF4
(ESD # (B4 A >E—F)
A4 X v I’ EE:120°C
TIN_— g H R N, (800 L/h, 350 °C)
Xx 7Y —FE:05kV
= e N A R )\ [ (50L/_h)
a2 = v & E:TROLBY

2 Y ¥ a3 v H A :Ar (0.20 mL/min)
a)Va TRV — FREDOLED

T =X — A4 F v FEDLEED
K BYEOE=F —AFT %M




19574

& IE # Al
PYVh—Y— FuF 7 hAFy =y ayvar
HIE S R90E FE g E&A wWEA BE =iaw—
(mfz) (miz) (miz) v) (eV)
FET = b 184 CE] == 20 5
— 49 20
A& I FER w —2 - 15

= 125

it B GohEBREEHmHIu< b ST ALY

EEXIIESE RO CTHREREERL, ABFOTET x—

FEBEVAZI FAXEFENT S,
¥£ 1 Chem Elut 5 mL (Agilent Technologies #) XiZZh &

BEOHLD :
ENVI-Carb (Supelco &) XXz L MWEDH D
TSKgel ODS-100V (Y —8 KBIELEHEICLILHTF

72— M EUAZ I RAEADOEEERIZENENKN 7.2

HRU484Y) XigZhtREDLD

4  Quattro Premier (Waters 8) 2 £ % & {44

(BE) HFEA)F—vay

- MEDR R UK LIEE

2
3

FEARR 5> % RE O EE mOnRE R L Ve B 3. %iﬁbﬁﬁ
(mgrks) (%) RSD(%)
= = 0.01 3 78.4 1.7
R F AEL SR hove 5 ~ L #
LREAERESHA 0.01 3 83.4 34
= 05 3 83.5 5.1
0.01 3 78.0 89
e LE 0.1 3 83.0 9.9
e - 0.01 3 77.1 8.1
gares =l 0.5 3 0.5 41
0.01 3 79.0 3.6
55 0.1 3 26.9 24
0.1 3 73.4 : 8.3
FNALZFNT 7 EE 3 . 2 iy
- PR 0.01 3 90.3 7.0
FREERE A B & DR iz i b |
A4 ATARSH 0.01 3 79.6 12
g 0.1 3 87.6 58




® E # B
0.01 3 75.8 2.1
N 0.02 3 84.3 12
AT FRR 0.1 3 90.2 2.0
X Py
0.01 3 81.9 9.5
) Z L
L 0.1 3 82.3 52
0.01° 3 85.7 13
i 0.1 3 725 15
: 0.1 3 89.0 =3
TNTrNT
7 LI 3 3 73.1 5.8
- ERIFER
. AR EHR FVNRE TRAENE R LHE =mEsmsx
i HorRat
R%  BEOER pak BE® () (%) Rp, (%) RSDx (%)
%E;gﬁm 10 0 01 319 - 17 1 048
&
TEZ=—F L3b3ZL 10 0 05 827 43 8.4 046
. 4 0 o0 3 7.9 35 15 10
gﬁ;gﬁm 9 1 01 819 8.4 15 0.70
&
AFIFERZA L5452 L 10 1] 0.01 815 2.0 15 -0.67
;’; ;{éﬁ’ 00 01 100 45 13 0.3

- FETIR  HEP £ 001 mgke (BHE BboLER

<o) H £ 0.1 mg/kg)
- BRHE TR AEE £ 0.003 mg/keg (BEHE FEbb B

<o) ¥ £ 0.03 mg/kg)

29 AV IRBALA=FELDEEZ e b TFFT 752 5F AR

BEESIEHC L 2 ARSI

) ZHEXNBEAY A=FEyIBRBAL-FEL 25HES)
(2) HEHAE e

Q3) Zrik

A BEoBN
DAYy VIEREE  AFEy s (CuHiN:Os) 25

mg ZIEREIZE->T 50 mL DLBT7IF At AN, T by

EMACHENL, BCEHE CREBEZMI A~ F Y

(#Ex)
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EXEEEPHENTS (0K 1 mL i3, A=FEy7ELT

0.5mg ZEHT D, ) .

2 ARTENVERERR A<V [C3HisN:Os) 25 mg &

FERRIZE-T 50 mL DEET7ZAalt A, T &1z

TEML., BIERTE CRBEY M2 TA v FEVEEFRK

PHEUTS (ZOE 1 mLiE, AFEALLLTO0S mgea

3%, )
3) BREAERR XBEERRO—EEXESL, TEL

VCERIEAERL, 1l FATF YIRS <FA L

LTEREN 20 ug 28583 2R FERSEEREFFHANT

b,
BERICEL T, BEBAZERKO—FEEY 0.1 vVv%XER
BIR— A% /) — (7+3) TERBIEHFRL, 1 mL Ficf =&
Py Z2RUBAL=FEALLE LTEREN 0.0002~2 pg ZEHS
PESODEERSEERFFART D,
B =X =
Hh H SArEREE 10.0 g 8-> T 300 mL OEBR—=FHT T

Az Af, K20 mL (EEBEIE 30 mL) X, 30 5rREE
B, FICHEB (002 mol/Ll) — A% /—n (2+3) 100 mL
(BT 120 mL) Z2h0x, 30 RV EY THEHT 5,
200 mL PEET7S5Ra%(2 77 —FIOTIzESX, HHES
HoNPUDIFXA YU LTE 1 cm DEIIZEHVWESHE HEB)
THREIABLEE, EO=A7 7 2Aak VR I ZIERER
(0.02 mol/L) — A& ) —n (243) 60 mL THE L., FERIC
BBl A BT A, FILEEB 77 Aa0ERE THER (0.02
mol/L) —AF /) —) (243) #MZ 5, ZOK2 mL (FHE
i, FIZHERE (0.02 mol/L) —A ¥ /— (2+43) TIEREIC 10
EHERL-E, FOHK2ml) % 20ml L EORBREEDT Z




ar

B E #®

BT

ABWICEREIZAN, B (0.0l mol/L) 18 mL #M% T, &
Z LB T AREEKLE T 5,
T HAEE ! ZIET N IMMET ) IV =H T A

(1g B2% 2% — 10 mL R UYEEE (0.01 mol/L) 10 mL
TIERESR T, REBBEZI =V T LIZAN, BEHET

ABID ESRICET DS ETHRBERS, 20 =bF ADFIKC

HENPLHAF 7 —10mL RUHERE (0.01 mol/L) 10 mL ©

JERBEWE LB A=A T o AT Y b ) b A

NI=HT A (500 mg) BIpERET S, REBEEOA-STH

W T ARBEEE (0.0l mol/L) — A& —n (1+1) 5 mL

ToOT 2 FEEHEL, BRLZIERI =V T2 IIML, REICH
HEE3
RIZ, ZIZETFINTINET Y BFENI =T KA

L, AZ 7= 5mL XU P A= AT EALT ) L

MV ATFAVI = AT TME, FRECHRHESES, 50 mL.

DRI T FRAIEI =N TIDTREBE, A¥ ) —V—7F

YE=TK (99+1) 10 mL ZI=b S AWMz, A~=Ftw

IROCA =V N EFEHEIES, BHKS 40 °C L FoKEB

CIESALEETOECHRERBLER, BERVTRAELEST

BEET S5, 0.1 vVAXEREBEKR—AZ /) —N (7+3) 1 mL %IF

BN CEBDZEN L., ks u~ bS5 78 F AR
HESWMEHICLIZ2BEICHTIRBBRL TS,
BE7u<v b V572 FARBRAGIEIZEISHE  RE

BEEROCEBEROERRE 4 Wl 2BIEI 0~ V575

TLAREESIENCEA L, BREERHZ a= 75 2%

B5.
BlERGE Bl
(Blkr o<+ 77 78)




%t IE

#®

i) 7 A

FITEZFINTIMET Y B S

NABZ7A5 (NE2.1mm, £
150 mm, RiEE 4 um) =*

(0.1 VNI BRI —A Y ) —)v

(4+1) =10 min— (1+9) (5
min FR¥)

i 3% : 0.2 mL/min

H T A B B E:40°C

(& v T LRE B EHE’)

A4 F v v Bz baRTFVL—A4FU1k

A F v K R E:

(ESD) & (FAZvE—F)
150 °C

FINR— gV HR

N, (650 L/h, 500 °C)

x5 —FBE:

1kV

o = v A

: N, (50L/h)

a = v B FE:

FTHEDEEBD

ST R e ) A TR

: Ar (0.20 mL/min)

a)Tag R F—

TEDOLEBY

T = X — A4 F v

FTERDOLBY

® EWBEOE=F A FEH

Fyn—4— FufyhAdy a=v  ayvay

HEXM R E Ve EER ®BRER EE =xe-
(m/z) (mlz) (m/z) W) (eV)
wO RN 231 — 20
LTHFE s ;o 3 =
L HEN ggp el T Ty 2!
= 69 30

i BohBRREBRHI v b 77 2008 —7

Ly

EER IS S 2RO TRERZIERL., B PO ~FEy

JERV,<FEABREHT S,
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W OE #®

1 T 12 ml/min & T 5, SHEICEETEKB~=F—

NREERT S,
2 InertSep C18-C (¥—x/NH A L RE) THYULER
DY YF—N—%BEL ORI INLEAZEDLD
3 Bond Elut SCX (Agilent Technologies ) |2 %4 EE TS
THYREROY F—N—2lE | b ORI h LR
Zovo
4 InertsilODS-3 (P—x YA 28 KAFEEHEI
LA F Y I ROA <P UL ORERRBIZEFNEL
IS HBRU6S55) XiFZhtREDLD
5 ACQUITY TQD (Waters ) = &k 2 441

(BE) SENYT—v 3~

- BANEDRE R OGRS E

MRS 4 P ] FOn ik EE BEL MEMRSE #5E UNE
(mg/kg) (%) RSDA(%)
SRS EE 0.005 3 932 24
0.01 3 96.0 6.5
N 0.005 3 82.7 35
0.01 3 87.8 23
0.05 3 100 24
KE 0.005 3 89.5 44
0.05 3 96.3 33
- 0.5 3 96.2 0.4
i E5HA5ZL 0.005 3 87.7 17
0.01 3 97.7 5.0
CKREMPT 0.005 3 89.9 5.1
0.05 3 106 Z1
0.5 3 102 12
A—F VT AEE 0.05 3 917 7.0
0.5 3 99 4 15
3 3 929 0.9
4= AR & fmE 0.005 3 87.9 6.7
0,01 3 93.4 . 38
0.05 3 849 ] 0.8
IhE 0.005 3 889 4.9




wE %

67

0.01 3 98.5 35
0.05 3 105 22
K= 0.005 3 90.1 6.5
0.05 3 102 14
A =FEN 5 3 94.0 0.7
L3bBHT L 0.005 3 95.2 62 .
0.01 3 100 49
0.05 3 85.4 0.7
REMHT 0.005 3 87.1 4.1
0.05 3 107 21
5 3 98.5 14
A—F I FARE 0.05 3 100 51
05 3 109 23
30 3 9.5 04

. SRR

EYR RN FONRE FMBEIGE O LRE aneRes

Bas REoRE REK REE (o) o i RSDs (%) RSD (%) HorRat
FREAFR 9 0 0.01 87.6 93 11 050

hE 9 0 0.05 81.4 86 13 0.61

APy Lyyz2L 9 0 0.01 £9.0 10 14 064
KE#M»T 9 0 05 98.2 3.6 68 037

A=Y IIZRK 9 0 3 84.4 67 9.1 0.65
+RRAaRAR 9 [} 0.05 76.6 76 19 085

IhE 9 0 0.05 78.8 13 20 0.90

A=FEeA EIbBIL 9 0 0.05 83.7 8.6 19 0.85
KEMMT 8 1 7 89.4 22 6.2 0.51

bt 9 0 30 91.0 38 43 0.49

- FE TR REP £ 0.005 mgkg (FHEEH £ 0.05
mg/kg)
- BRH TR HEE & 0.002 mgke (BHEEH £ 0.02
mg/kg)

30 TAFUINTEOMOREDOEEK I u~v T 53 78 F LR (Hrex)
BERAHEHC X 5 EEESTEE .

1) SERIEED TRFuIANT, TR ba—)b,

5 Ty ¥V IF—bRBNT T T (5 B




0g

® E &

)
Q) EH#E Ebo. WMERHGAER UK
A BEosmE#
RIE R TR7aH)VT (CsHpuNOS] | h 7 =y
A ba—n (CHuNOS] . ¥353 S F v 7 = v

(CooHcCLN,Os) |, BT Y'Y F—F (CjoH;sCLN,0,8] BTt

7‘7‘,[17_1‘:/:/ [CmHﬁ_quOSJ % 25 mg ’EIEEEDC%OT%%L

Th 50 mL DEET TRl Ah, TEFCE2MZTE

L, RICERECRBHEZ M2 CTHEBEKERRK> RT3

(ChoDEE 1 mLik, BREEKLLTENRLENOS me 22

35, )
FREEEFKES 1 mL % 50 mL 0287 5 2 o |z FREI
A, BFIZEBEFTT Y b2 Mz2 T 1 mL hiogEEr L

TERTh 10 2 EHT HRRBEEERELAMNT 5,
ERICERLT, RERBOEEFKO —FE&E T =1

v—7K (4+1) TERECHRL, | mL PICEBEL LTFH

£ 0.05~10 ng % EFTHIRADERESIERK & AN T

Do

B E =
M oWk 100 g B> T 300 mL OB =ZHT T

A AN, K30 mL (BIKIE20 mL) 2%, 30 HREE%E
B, BT b 120 mi. (B3 100 mL) ZA0%. 30 50

YR CHHT5, 200 mL DE2ET7 IR a3k 7 7+ —IR}
DTICEZ, fHEZ A% (5 # B) CTREISBLER, &

D=ATFRAARUEEZIERTE > 50 mL TLHEEL. 7

BRIZEEI SBT3, FILLB75Ra0EREI T3

Mz %, ZOK2 mL & 50 mL ORTHET T A ZERICA




® E #®

v, 7K 20 mL X T, B 7 K0T 5 RABHERE
AT

 H T AAEE! G BFINTIMES ) AFENLI = H T A

(500 mg) B2% 7 b=k U 5 mL BRUYK 5 mL CHEKE
HT5, REBKREYI=HTAICAN, BESETAHO L
WICETAETHHEES, BXRABHEBRDOA > TV ¢
B77Aa%zK—FTEbr=F U (3+2) 5 mL $-OT 2 [El{k
BL, BEZIBRI=HZ72I1Z2MZ, BRCHEHSES., 10
mlL DEET75RAa%3I=hFLDOFILEEZ, 7T =}V
V=K (4+1) 9 mL I =FF ANz, FEREFHEHIE
5% FRALRBV7IFAa0ERE CREHRHEZNZ, TORD
—ER% 5.000xg T 5 pEELSBEL, EBOHEZIKIES o

<~ T 78 T ARERSITENC L DBIEICHT 2 HBE

T
Wk n~ V7578 FARERBSENC I DHE  BE

LS

BHREOEBREROIERRE SyL 2 RE I u< Vo758
FTAREEGIENCEAL, BREUOBHI v~ b 77 b %

B35,
BELEGE Bl

(BE 7<= b7 5 78)

b} Z A F 2 EFIAI T Y S
NAEZ A (FE21mm, £
150 mm. HiFE 5 um) =°

$3 23 - & : 2 mmolL BEFRT LB = AIEIK
~F7 h=FY /L (4+1) —15
min— (1+9) (5 min #&FF)

it ¥ : 0.2 mL/min

B T A OB E:40°C
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® E &

N3

il

ﬂiﬂ

(Z v T ARV B EH = ©)

A4 F v b E:xzVvZbraoXFL—AF1b
(ESD) ¥ (EALAvE—F)

A4 A ¥ | B E:.120°C

TIN_—= g HR N, (650 L/Mh, 350 °C)

Y v 7Y —FFE:35kV

I — v H XN, (50L/h)

I — v B FE:TERDODEEY

a2 V) ¥ g v H Z:Ar (0.25 mL/min)

Y Va T EAE— FEDOLEED

F = — A F v TFTEOLEED

R BPEDE=F—A L FH

FVI—¥— Fu¥rrALFr a3—r ayvar

RENRBHE 43 EER ®HEA BE TRNAE—

(m/z) (miz) (m/z) (8%} (eV)
TRTahNT B et o
= 7 20
KTz VA Ra—i sl e = 20 1
= B 36
1S S ) =S & )
- 105 23
91 = 37

SV x— PO,
P o ~ 173 19

O -

T2V 306 T F == 35 1t

= 116 18

g BohEBRFISEHI oS ShpbE—Y

EEXEEHSZ RO CHREBRZIERL, REPOZBEES
BT 5,

E 1 BEE 2 ml/minBEL TS, HBEZKLTEKE ~=
d—)V REERT 5, '
2 InertSep Slim-J C18-B (P —x A H A/ = ZA#) [T
REBDYF—N—2#RELELOXTIIhLEZD L




% E #

Q .
3 BESHERTERVWESIE, BB LT EREIC
FYVEET S,

4 RS Furg PV UEBRBPEVEEIIE, BEKR
BEKE T b= A —7k (4+1) THRL THLHEK
ko< 7574 T AEEERSHTEFHC L 2 BIEICHE
35, :

5 ZORBAX Eclipse XDB-C18 (Agilent Technologies &,
ABEEBICEIDTRATaINT, AT A ba—
WV, ¥ %V T2v, PGV VR PRRT Fur=x
TvOBREBEERIIENERPD 1575, 1195, 12.6 573

14.0 5 KA 16343) XBINEHEEOHD
6 ACQUITY TOD (Waters ) (T L % SR{-4i
(BE) oHESNIT—vav

£9

- MENRE R R LHE

FMRE g | FMEIRSE BE LIHE

RIS £ ey € par o ES
Wbo 0.01 3 936 52
02 3 94.9 3.1
S e 56 BE ML AR5t 0.01 3 98.1 24
0.2 3 103 2.1
Bk 0.01 3 9.6 33
- 0.02 3 98.0 42
Bbo 0.01 3 97.0 47
02 3 98.0 44
A7V A ha—n TEREESE 0.01 3 104 . 13
02 3 103 L9
Bk 0.01 3 942 6.2
0.02 3 88.5 7.9
wbo 0.01 3 883 59
0.2 3 2.6 3.1
vS/EvT oy REEEEH 0.01 3 97.6 20
02 3 106 1.2
'8 S 0.01 3 86.5 13
0.1 3 86.2 5.0




S

o IE # ® E EI
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