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MITSUNORI SUGIMURA, AKIE TOYOTA, SAYAKA IHARA and TAKESHI MATSUO
(Received Oct. 24, 2008)

Wik7 o~ t 757 HESNEE (LCMS/MS) 2 WT, BEMWROZEKRERTOT I 7 EF1) K (AMP)
RO z7uav¥s1) ¥ (CLP) DORRATE:EME L7,

Fhzho iz, L OMUENT7E b T L2, MRz LSIAnr 4 vyt h 5 2 TREL
72 MANTHRYRAFLVIYNI T AY Y (TMSDM) TAFMEL, Y5774 b h—K>v /73 /70
Ly by ) A5 VEERE I =4 5 2 (ENVICarb/CLNH2 75 2) ROV U AFXFVI=ZATA (SIHT D)
THERBEL 2%, LC-MS/MS TllE K UHER T 5 kL L.

TRINEIGRER O %55, AMP O IR DS, B TIX, 747%~ 84.9% (CV% =21%~ 98%) T, ZKEW TIZ,
747%~ 86.7% (CV%=16%~ 118%) Tho7-.

CLP D[N IZ, B TIX 726%~ 851% (CV% =18%~ 136%) T, EKEW TiX 826%~ 87.8% (CV%
=33%~ 11.3%) TH-o7-.

Fo—U—F:T73IVEZYN, ru¥IYFN, BEY HKEW LCMS/MS, YA FVI=ZhTA
ENVI-Carb/CLNH2 # 5 &, PYRXFNIYNTY TV A% (TMSDM)

EhwlL s, ALY, LEY, DAZ, FKIE
(2) HKEW : FomA, ol FoirE o
W, WO, i, v, 32, B, 9LE

&

il

AMP &, P 154E 5 H o & E O IEIZ v,
REYTIE, DAEBIC, HKREWTIE Fofnll
TR, 7 CHRErIRESNRETHS. LaL,
JE A B O MR T 5 RS0 R GRME)
(11i2id, KR ZoBREORBBIIRENR TR,

4], 41X AMP %, CLP & F#fkic, -COOH &4
FTHEY I VROBETHL I LN, CLP O@EMNE:
(2] 2E12, b 2HHO REORREGHEE B
L7zOCTHETS .

B, ZOSNEOWMENI, JEABEOREEL
L CEMEL 7.

KRB HE

1 =8

ABHE, RO EBY, REY 10 HE L OHKED 10
O 20 O Am & L7z,
(1) BREW : TR, MK, KE, 13INAK, Frxy,

2 HEZ%

(1) AMP B ARMIE T (B a7z

(2) CLP HE# G137V KU v F48 2 Hw 72,

(3) TMSDM 7V FY v F#:850% ~ 60% n- ~F
YU E n- NFH TR 10% ISHR L THW 7.

4) 7Y, BEEBRIFVRY a NF 35 R
REH, A5 7 — VIR RSB T OV Ok
o b5 74—/, M)TFVT I (TEA) &
AR R B 7z

(5) HBHiIKIZ IV R T OBHK LS E Milli-Q ¥
) — ZX® LC-MS/MS 581 & v 7z,

6) ZIMHTr A vLEAS 2 EYV—Z VAL TR ()
118> 20mL PREFH & Hl 7.

(7) ENVI-Carb/CL-NH, % 5 237 + — % — Aft#l %
72,

(8) Sizoa (500mg) 1FA~IV aHEEZE 7z,

(9) oMo FAIEF T @EME[3ICHE L7
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(2) HESHEE MS/MS) : 7754 AL F VAT
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BB
) Wk rua< 757 (LO):
Agilentl100 ¥ V) — X% w7z,
2 ZFEE API3000 % Hv 7.

PREM

LC O MS/MS O Hr&tridR 1 IR L.

7 YL v b gk

5 REROERRVEE

VR EERAE R 2 R L 72,

2% =)V (1:1) B 2mL 2z THEDL,
TMS-DMO5SmL Z iz, ##& L,

F7:, AMP LUFCLP DA F WMt D E=% — 1 F FRELE. ZOBREWEIASY ) -V EMATHEDNL
VRUAF AT AN F DGR R 2ITR LT 50mL & L7z, SO®HH%E A%/ —VTHRL, AMP
F#1 LC-MS/MS 57 5tt

LC conditions
Analytical column:
Mobile phase flow rate:
Mobile phase
Solvent A:
Solvent B:
Gradient profile:

XTerra MS C18, 35 um, 150 x 2.1 mm (Waters)
0.20 mL/min

5 m mol/L ammonium acetate/methanol
5 m mol/L ammonium acetate/water
40% A — 80% A (5min) — 80% A (10min)

AMP J O CLP B #E\5F  100ug/mL A ¥ J — VR
EFHRBEL, ZFhFENImL 28, lug/mL X% J —
O 1lmL 28Ry, BEFS
A% BLTHEEZRE L. REAWIHR S VRY

T 5 ME L
7o W7 N2 10mL 2R 72, 40C LT T

Column temperature: 40C
Acquistion time: 15 min
Injection volume: 5ul
MS/MS conditions

Scan Type: MRM

Ton Source: ESI
Desolvation gas: N2, 6 L/min
Polarity: Positive
Nebulizer Gas 14
Curtain Gas 9
Ton Transfer Voltage 5500
Temperature 550
Collision Gas 12
Dwell Time (msec) 150

#2 TIJESYFRRUPZOESY FOEZF —A F ¥ RUGHEM

m/z DP FP CE CXP

+221 — 189 38 320 21 10

+221 — 161 38 250 31 8

7IJEIFYF +221 — 134 38 320 47 24
(X F nALy) +223 = 192 38 320 21 10
+223 — 163 39 250 31 8

+223 — 136 38 250 49 48

+206 — 174 35 250 19 10

+206 — 146 35 270 33 26

yu¥ 7R +206 — 110 37 260 55 20
(X FnALn) +208 — 176 35 260 19 10
+208 — 148 35 300 31 8

+208 — 112 35 200 53 20

DP Declustering Potential

FP Fucusing Potential

CE Collision Energy

CXP Collision Cell Exit Potential
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= g 10.0g(ZEEBRL)

10mL 7K (B - AFFEELEIZS L T0)

10mL 20% g

100mL+50mL 7 & b >
ﬂ“EV;T/I’f 3min
%5 A
£ 200mL

AN M Bt 20mL
l 5mL 1mol/LiG %

BUERME  40CLL (T & hBRrE)

v
LML A YT+ T A
ROV & A
547 [E i
100mL -~ H L i
200mL Eifg T F A
ﬁiﬁ*ﬁfﬁﬁ 40°C LA T (W[ 242 2  Hh)
A F Uik

2mL FEf = F /L A X 7 — VIRHR(1:1)
0.5mL TMS-DM
5oy eI A
10ml 7 & >
o 40°CLLT (WLld 2 B0 )
2ml 7k bR
ENVI-Carb/LC-NH, % 5 A
10mL 7 & b ¥k
LR A AT (R TIREER)
20mL 7k UousH
BERME  40°CLL T (Fz[E 22 F A H)
v

E 2 10mL 7 & b rm-~F (1)

v
4> B 2mL
TRIBERE &
2ml 7 b2 TEAmm-~F Y 2 (10:0.5:90) Rk I~ fiE
VIVHATFNI=HT A
l 5mL 7% b > :TEAmn-~ 9 2(10:0.5:90)/R ik e

RURIR A AT (ImL C3 [ A an e, PRI IRAT) (ATRIE)
25mL 7 & bV TEAm-~% 4> (10:0.5:90){EH A H
IRAE 40°CLLF
ImLLL T
10mL 7 & b 2B, FRHE(ImLEL T)
SmL 7 & b BN, R (TEARR )
HE[E (2R R )
B E
l Iml A% J—)v
BT
v

LC-MS/MS

1-1 Zohdsk
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Thes

R B 5.0gCEDOHE
10mL 7K
10mL 20% %
100mL+50mL 7 & >

FESFA X 3min
mELSAX
D&§+5j@
E 2 200mL

s M Hz 10mL
l SmL 1mol/L %

A0CUL T (7 & v BrE)

ST A } vt+hT A
b RORIE At
5y e ki
100mL n-~3 Y e
200mL FEfE = T VA H

iﬁ%ﬁﬁ 40°CLUF (HLE % )

A F AL
2mL FEBR = F )L X & ) — VR (1:1)
0.5mL TMS-DM
545 M E R E
10ml 7% ~ >

BUERHME 40°CLL FEZEZE R T)
2ml 7k kR

ENVI-Carb/LC-NH, % 5 A
l 10mL 7 & ko ¥k

R ROVETR 2 AT (AR IR
20mL 7 & kA
=E  40°CLL T (RZEZE R K H)

Tﬁ*ﬁ 5mL 7 kv
4 B 1mL

\
ENVI-Carb/LC-NH, % 7 A
l 10mL 7 & ki

L RRVAR & A (B RHRAHER)
20mL 7 & kA
< 40°C LA T (FEFE 25 56 &0 )
0.5ml 7 & k> ¥fit .
4.5ml 0.5%TEAE A n-~ 1 LR
VBTN I=HT A
l SmL 7% b > K ON0mL 0.5%TEAG A 7 & b > in-~F 3 2 (1) RIE T

RO 2 AT (ImL C3EIE &R Ter, PV AT (R E)
25mL 0.5%TEAS A 7 & b v in-~F 2 (1:9)RIKE

<t 40°CLL T

ImLLA T

10mL 7 & b > B0, FRAE(ImLEL T)
SmL 7 & b 2B, FRAE(TEARRZ)
HEE (EHFRERFET)

l Iml A % /) —)v
RERVET
v
LC-MS/MS

1-2 Wik
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B Y CLP @ 0001 ug/mL ~ 0.02ug/mL ¥ % 5 7 52
L, ZhZNn5ul % LC-MS/MS IZIEAL, ¥— 2k
PCHEMEER L, REBRERO AMP XU CLP 0 &
Hi%z Rz

6 HERBAROARSX

FEZBR AR ORBAR OB A EEZRK 1 - 118
L7z, FR¥EZRRE LA oRBBRORE;3IEX
1-2I1TRLT7.

BRRUEZR

1 LC-MS/MS RUX FILLIC & B394
AMP I3 CLP E M# 2, -COOH%# H$ H¥E¥ Y I~
FZOBEIETHLHI ENS, CLPOMEAEEZS41Z, Z

Cl N

(N o
“ i

PN

H™ "H
FIIETY K

(0]
cl N
N OH TMS-DM
Z
Cl
No
H H

T ET Y RRATF ML)

? o]
CI\_N
| AN O—CH, Cl ‘N\ OH
CH;0H G _
cl
H

D 2 PRIEDF BT BB 4 Stk 2 A L 72, 4,
LC-UV KU LC-MS 122 T b [T 251 B2 Heat L
7205, MERICTFSRBRESEONZVDIL, BR
R 001 ug/g WM TE o7z, D720, LC-
MS/MS % Fv> 7= IR 3AT i % #aT L 7.

L2 L, AMP } OFCLP 3£12, -COOH @ % ¥ Tl
LC-MS/MS #H\WTd, EmfRAME 001 ug/g 2358 T
Ehhollz0ll, TNHDOEKELEL TMSDMIZL D X
FIEL7zDL, 5705 2T ERRE L7

AMP K O°CLP M & X4 2 X 212, AMP J U CLP
DX F VAL D MS/MS AR b V&K 3 IR L7,

2 LC &HFnikst
AMP R OFCLP K 212/:F & B, -COOH & A
THEY Y VROBEETH), TMSDM TESHIZATF

(0]
Cl N
N OH
=
Cl
sueZ YR

o
TMS-DM Cl N
(O™, \Hi;i[%\ocm
CH,0H
=
Cl

77y RAFAD)

X2 A

220.9

161.0 1590

133.9
83.0 106.8
v

47.0

205.9

1459 173.9

749 110.0

128.0

62.1 84|1.0
i

|
20 50 100 150 200 220 m/z

20

50 100 150 210 mW/z

7 E7 U A F )

7u 7 U R(AF )

K3 MS/MSAXZ L

MS/MS ¥ : 777 4 F)34 F ¥ 27 5 X API3000

HESAE : Ton Source : ESI (positive), IonTransfer Voltage : 5500 (V),

DP:30 (eV), FP;200 (eV), CE;55 (eV), MCA ; 26cycles
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meshzz., 2o AMP U CLP ® X F )W{L#izow
THRLIIWRTEBY, Smmol/L BilE7 » E= L &K
DB Y 7 = VOREBEMEEZ HW286120E,
OSDZDLCHA I 2I2BWT, BiF%MRM 7 o~
NG ABESNT. RIIORTLC A 52 %2 WY
AOMRM 7 8x NI A% K4 1TR L7

3 H# o OHEREORKRE
CLP O#ANEICHE-> T, BUEHT 7~ v iEl %
7z, YRS X 2 PO R, MEY R OE
JKEEW3E1Z AMP K OF CLP 7% 98% b L FILR A3 &
Ni-7-0, #APHL CLP O MMEICH > THESEAT T
b A TR L7

4  [RIgRIERDEE

CLP @k, BIRERIMECLIEr 4 vy bh
FAEHVTWS, WHAEIZ L7255 T, 3K 10g (X
EORA1E50g) 3D, BUESMHT 7 & b BTl
WL, WBIABL%, 7 by T200ml IZER L7
Z®20mL GFEDOBAIE 10mL) #4H L, 1mol/L ®
WA SmL 2 M A C, WIERML, 72 v EkRE
L72BlaiBL, Z24r 1 vy h 5 AL
720 RWT - ~FH 2 100mL Z7EAL, FHHEHEIZIET
72%, AMP RUSCLP 22 D4 5 A5l &€ 50k
BIFNVOLERIZOWTHE L. ZOHE, AMP

BIE ST  A H T eI g B i 2 o & —WFZe s, No. 16 (2008)

Jo OF CLP &2l = 7 )L 200mL LA L2 L7z Z o7
O, AWl EEfgT OV 200mL THEMT LI L E LT

5 X FILEERHO®RE

WHETIE, AF MR, X FUERlE LTEICY
TIATVHEHLENRTWS, &N, Y727k
DY P A2 10% TMS-DM 2- N5 H VEH (A
FALFD) & TRE L7z

AMP K. O°CLP @ * FvAbid, * F v b o FEH 3
ZH TR X BREGEEMET 5 70, SIS AV
1 h T MK BBRBERIIT) 2L e L7

(1) B

AMP R U'CLP @ 1 ug/mL IEAIEH#ERT ImL 248 D,
BEAMPCHREZBRELOL, BB FVET RS
J—=)v (1:1) ¥ 2mL &ML, A F VLA 05mL
A THEETHRIGSE, AMP % U CLP ® * F V1t
BB ARG L7z, F08HE, AMP %O CLP i3,
15PN AF UL E NS Z DI L 72, 23k T,
FRRORMEWIEE L ERB LT, S Z 5 /MR
EE L7

(2) AFMLHIOLE R

AMP % O° CLP1 ug/mL iR A H#E A ImL 2 3R Y
FFEARTTREZRELZOL, BEBIF VR RS
= (1:1) & 2mL \SBER LT, A F VALK O
% 005mL ~ 05mL ¥ TEILX8T, ThFhEkR

11.3
TIC
12.3
U B
v — v T T T T T T T ——
10 20 77
TIETY RRAF ) 113
m/z=+211—134
FEHEVRR(0.002 12 g/mL)
s av ) g 10 0 2
7 a7 Y R(AF ALY
m/z=+206—110
TR HEVI12(0.002 12 g/mL) 12.3
10 20 2

M4 MRMZzuaz b+73JAh
LC-MS/MS 4eff + £ 11R L7z,

22
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FRPESTD(0.02 1 g/mL)
11.3

< U w2 ASTD(0.02 1 g/mL)

11.3

10

M_wijwm,\ﬁw
g

10 .

K5-1 #HHESTD KUY M)y Z7ASTDOMRM 7u~ 754

FE8L)5 7 - ENVI-Carb/LC-NH2 # 5 4

(AR . 7 b > 20mL)

WEWH : 73 7E59 F (A F0AL)

RAEDAD
EoF—A4F ¥ im/z=+221 — 134
VI STD @ A ¥ ) — VIR OB HE T

X bPU Y ASTD: X% ) — VEHEFHETHE L 72 ) A TR0 o REBR T

AEHREE ¢ 1g/mL

RIESTD(0.02 11 g/mL)
12.3

~ kU w2 ASTD(0.02 12 g/mL)

12.3

N

v’wﬁl/p
10

A

10 g

K5-2 ®HSTD R\~ b) v
FE8LJ)5 % - ENVI-Carb/LC-NH2 # 5 4
WEWE : 7059 F (XF1AL)
RAEDAD
EZF—AF ¥ im/z=+206— 110
VIE STD @ A ¥ 7 — VI o) B H#E R

ZASTDOMRM 7 u~< K7 J A
(AR . 7 b > 20mL)

N bU Y ASTD: X% ) — VEHEFHETHE L 72 ) A TR0 o REBR T

AR - 1g/mL

23



&

THGMIREE, A FVLHlOVLEREMFLE. £
DOFER, AMP RUCLP ®ZFNhZFN 1ug % A F VLT
B DI AF VLA 005mL THoa'ETH- 7.

L2rL, FERETIE, KRB ORMY OB L ERE L
THRMEZ 05mL & L, 512, 14MRBH%mIcxF
WALH Z B 2, TMS-DM O # @ik, vk
AHTETHEIE, S5 AFIVERIZEmML, s
ERAERELZE L LT
(3) A F AL D H 7% H)

AMP J OF CLP # & ® A F VALSHET, 7 BRI
b7z, BHAFMLEITo2. ZORAF MLY% LC-
MS/MS T4 # L, MRM 7 a= k7 5 A OHEMZ 1L
BL72EZ A, HRMEOLZERE (CV%) &, AMP
A315% B UF CLP A% 21% & 4T 1230k & 72 5 2881338
D HNRDo T2,

L7255 T, 4 EO X F VAL#H TMS-DM iz AMP &
O CLP O RECTd 5 2 & ATHIBI L 72

6 EHIZHILICL DB EDOHE

(1) ZRZELSL O e B OF K

a ENVI-Carb/LC-NH, % 7 A1 X B 458

(a) i

SN A vy th T aE, ARTOREERS OB
WRAEMTH B, BT F LV EEHEET 5720, &
HICHERTR, MBS L ORI E KRS 2 LB D D

BIE ST  A H T eI R SR i 2 o ¥ —WFZe s, No. 16 (2008)

Z & %5, ENVI-Carb/LC-NH, % 5 A2 X % ik %
Mead L7z,

AMP KU CLP ® X 5 )V 1t#i&, ENVI-Carb/LC-NH,
#T A& YRR B BEI, IR VBRI,
TN OELLOBESHHTETH -7z, 4ENIL,
BIAEPES T b EHwWAZ L, AMP K
O'CLP O X F ML OB 7 & b v m % il
L 7:. ENVI-Carb/LC-NH, # 4 % 7%t b ¥ 10mL T
AVF4Ya=Z vy Db, AMP RUFCLP @ X F
WAL D1 ug/mL 7 b YW ImL % 7 7 AIZHEAL
7 b THBEEZE A, 20mL T AMP KU CLP
DAF MBI LETHEH Lz fE- T, SRoSH ik
TE7+ ¥ 20mL THEHBTAHZ LICL.

(b) FEFFRER

D AZTORENZ, AMP KO CLP BE#EME 002 ug/g
EBEHIEMUT, MG EERLZ. K1 -1
IR M ITENZ L2A7> T, ENVI-Carb/LC-NH, %
T AT X B KR E T2 AT, LC-MS/MS TH#T L
72, ZOFER AMP I EIEHDH 30% TH Y, CLP X
F170%THo 7.

LC-MS/MS 12 X 25547 Tik, AFHko~ Y v 2
A& 0 A F AL F 7R S, BRI A
L35 2 LM SN T3 [3][4].

S OFHEIBNT, BBEHERO< MY v 7 A1TK
BAF ALOEBEER Iz FhuE, K1 - LIORY

i

120

100 r — ] —

40

20

1 FIIESYR
T~ AF i)
_saEesur
(AF L)

5mL 10mL 15mL

20mL 25mL soml VA

B6 TUHFLI=hTsimhiE
WA 72 Y TEA :n-~FH > (10:05:90) &K
B AR (X F V) @ 01 ug

24
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SRS L7222 T, ENVI-Carb/LC-NH, # 5 412
LB RBEEE CERMLAZY AZTORIIOWT, 002
ug/mL OFEEEREZ VT, RBER (MY v 7R
STD) ##H# L, O F) v Z7ASTD & X% /=)L
T L R (A STD) 002 ug/mL & % LC-
MS/MS THH L, 2O MRM 7 2= k7 5 A DRl
FRRT B RV ZoEEK5 -1 KUK 5
- 212/R L7z AMP & OF CLP LI STD o ihifk fil
IZHNRT< MY v 7 2 STD O RIREMEAEA L2729,
A4 AALOBHIASEZ Y, BIPEEPMET L2 L AVHH
L7

(¢) SiH T ATk 2HEH

AMP KO CLP @ X F W {b#id, 48l LC-MS/MS
D 5E S TIE, 0001 pg/mL DAL F 3 5 ul 2 LC
WCHEATDHIET, AR T7FLVOLAI10 L ED
AMP K. O°CLP O MRM 7 B < + 7 F AW g6 7.
0k, BB M) v 2 AORE R R/NRICHZ 572
B, 4, REHEE lg/mL O KRBT 2 AR L 7225
CORBAWE S RICAHML, ARHEE 02 g¢/mL & L
T, RITRT Si AT 2 X BT OB %17 - 72
TEA X, ODS 2D #H F A& VS B VT, B
PALEW ORI F o RTREE LTS TY
5. WBHISHEICBWTD [LC/MS 2 & % BESED—
FabRE: 1 (BEd) 1l LT, FICHmEILEwo R
WO—FRBEIHWSORTWS, 4, T RO
n- NFY U OREGEHICTEA #MA 52 T, AMP
KO CLP & XA F AL, H6IRTEBY TR,
TEA B n-~F4 > (10:05:90) ¥ 25mL THEH
BHRETHoz. T2, HW7 -1 RTH7 - 21T-T &
BY, 2¥ 7= VTH5HEHERLY » TORBER GR
BHERE 02 g/mL) I22WTC,SiH S ATHELZEZ 5,
<MYy 7 AL BAF ALOWHIZRED S h o
7o BeoC, Sl FEEY GFEERKR) RUEKE
W ORMENEERIC BT, 3BHEEE 02 g/mL
$# 1, ENVI-Carb/LCNH, ## 5 & R U°Si /1 5 A THEM
L7:#%, LC-MS/MS TH#45Z 2 & L7,

(2) FEOYE

a ENVI-Carb/LC-NH, # 5 A2 & % ki

REZ, M)y 7 2A0RBEPIREVD, K1 -
2R T EBY, ARRMES 50g & L. FIEDS
DK TIE, ENVI-Carb/LC-NH, # 5 & ZE T % 3R
FEIX 1g THHAH, HEIEF, 025gL4501& L1
L L, Z¥EDWA, ENVI-Carb/LC-NH, # 5 & TH
BMUENE, REaEEL v ZoRBHEROB
BEBE LB FEUSNORE L FBORIMEN T
SiHSACEMTAE, HFLPHETVEZREILT
BTE Loz,

Z D7, ENVI-Carb/LCNH, # 5 A2 & A 458 %

1
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To7-tk, HFAMZ SmLIEAR L. 2o 1mL (R
Bl LT005g) Z4M L, U ENVI-Carb/LC-NH,
HITLCE DR L%, SihFAICEVEREZTY
ZrrlLi.
b Si # T AT & BAEH
FIEDHOREL L FRRIC, REORBRBERE T b v,
TEA O n- ~F4 > (10:05:90) & 2mL IZERE,
Ty, TEARGn-~FH ¥ (10:05:90) #HiH
25mL THH L7z, SORBREHICOWTHN 21T - 72
&%, AMP KU CLP #12 BATF 2 BUURE S S
Mol TORENE#HNLZEZAS, TV, TEA K
- ~FH 2 (10:05:90) HHTIE, KEOKREY
FTOCHERTAIENTE D o202, AMP K&
O CLP DX F WML B EREOFRAW IR FZ S N/2b D
g niz

Z D 7®, ENVI-Carb/LCNH, # 5 A ¥ # % DRE
W 05mL 7t + TR L7%, TEA RO n-~FH
> (05:100) ¥ 45mL ZBEIMLTIZ, SiH T A2
AmL7-0b, T by, TEA RO - ~NFH >~ (10:05:
90) ¥ 25mL T L7z, BEWE 05mL 0T & b
VTHMRT A 2L, AMP & OCLP L2 BT 7%
EERAE ST

L7255 T, X¥EDOYA I, ENVICarb/LCNH, 7/
SARERE EEBL, X512, Sih T AREIIOW
TiE, KEOHHBEAWZ 7L b THM LR, kv
TTEA RO n-~FH > (05:100) H@EEMAT, &
SACEMT A EE L.

7 TEA OR%

TEA 785, HBEHRICEHE LB EDOMRM 7 < b
75 MG 2 BB E RN 10% TEA A% ) — Vi
W2 HWT, AMP J U CLP @ * F VAt o 0002 ug/
mL #iE WL, LC-MS/MS TH# L7z, TEA 0%
BILLoT, BIFZMRM 7 u~ b 7S ahEbhns
Mol Z0k®, SihTARRTES RN,
40°C LLF T £ A &7 2 v T 1mL BUF IS L 72
#%, 7 b2 10mL A T4CLTT1lmL LTICi#
ML, 5T MromL #MMATEML, FEALE
DODTEA %7 b3 TlHELLE CORYEY
WCAY = VEMZTHE, LRBIARE Lz, Tok)
KL THLONRBRIEHTIE, AMP ROTCLP #ICR
IF7% MRM 7 a= b7 5 ah 8607,

o T, RBEBEHEICEREL TSI TEA%7 T
fihxeT, BETrzrl L

8 AMNEIREER
B1-1K0OKL - 2R L2HET, &EFHZ 002
ug/g (FREIFX005ug/g) LA L1, AMP R UY
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HRIESTD(0.004 1 g/mL)

11.3

~ kU w2 ASTD(0.004 1 g/mL)
11.3

10

»

B7-1 BESTD KX P) Yy Z7ASTDOMRM 70~ 754

BIALBEERAE - 1 — 1ISR L7zo
WEWZE : 7I 785 F (XFvithy)
RAEDAD
EoF—A4F ¥ im/z=+221 — 134
VI STD @ A ¥ ) — VIR OB HE T

<R 7 ASTD: A5 ) — VEEEHCHE L7 Y A SHEO RS

BRI © 02g/mL

HRIESTD(0.004 1 g/mL)
12.3

~ h U v 2 ASTD(0.004 ;2 g/mL)

123

10 i

10 A

K7-2 ®HESTD RO~ v
BIALBEERAE - 1 — 11K Lo
WEWEZ7as5 Y K (XF ML)
RAEDAD
m/z=+206 — 110
VIESTD @ A ¥ ) — VIR OB HE T

ASTDOMRM 7uax b7 J 4

<X M) v 7 ASTD: XY ) — VIR CHE L 72 ) A THE O REBRETR

BRI © 02g/mL
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CLP O E 2 ML, MGRERZAT -7z, Z Ok
REEIBRVCEAIIR Lz, AMP ORILERA, MHEY
TlE, S5MO#EY K LRERT747%~ 849% (CV% =
21%~98%) ThHolz. HKEWTIE, S5HIOHD &
LiBRT 747%~ 867% (CV% =16%~ 118%) TH -
7z.

CLP o= IZ, MEEW T, 5 EOM D & LR
T726%~851% (CV%=18%~136%) TH o7
HAREY T, 5B D K LRKET826%~ 87.8%

(CV%=33%~113%) Tho7:.

T, LARUKEZRABELAZLEDMRM 7 1
XM TAEME - 1S, FOHART T FFEHEL
L7z EOMRM 7ua<x bS5 0%K8 — 21T L7.
AINOBEFHIBWTH, GHOEZREE L 2PEL— 21
BOLNEhotz. S5, F0E20 16 HEO R
BV TGO E R BHEY -7 1RO LML
Mol

#£3 73I¥5Y FRIMBEIGRE:

KR N Ke XEE Bhwlr FIRAE FyxY DYPAZT FLrY LEYV
1 83.3 754 69.2 76.6 80.6 824 85.7 84.3 83.1 79.1
2 86.9 74.3 74.7 744 784 789 86.6 85.5 85.0 734
3 81.1 79.8 80.9 737 712 884 84.7 85.1 80.4 81.2
4 819 76.7 728 77.7 709 717 79.7 82.3 84.5 777
5 85.0 935 759 88.2 75.2 835 83.3 87.1 879 738
SE¥fE 83.6 799 747 78.1 75.3 81.0 84.0 849 84.2 77.0
CV% 28 9.8 5.7 75 5.7 77 32 2.1 33 44
A g TN BHR FBAT 17 TR 5P ik IV S
1 855 74.8 78.0 91.3 926 85.0 88.6 64.1 875 872
2 825 77.0 74.8 82.3 77.3 94.6 88.3 737 82.3 875
3 79.0 799 72.1 82.2 90.3 819 89.3 78.8 70.8 84.2
4 86.2 725 74.7 86.5 81.2 79.7 81.1 86.9 85.4 87.7
5 825 78.1 739 835 80.3 79.2 87.7 84.9 885 86.7
SEHfE 83.1 76.5 747 85.2 84.3 84.1 87.0 777 82.9 86.7
CV% 34 38 29 45 79 75 38 118 8.6 16
w002 ug/g
F4 ru¥5) FEmEIGER
¥k INE KE ¥ Bhwlr BIRAE FyxY HAZT FLrY LEYV
1 815 755 73.6 75.9 784 732 81.6 773 789 723
2 78.6 74.3 76.0 88.7 85.0 732 79.5 86.6 78.0 719
3 84.0 754 839 84.2 76.1 87.1 711 714 73.2 736
4 83.7 795 85.3 85.2 68.0 63.7 76.2 68.3 736 71.1
5 80.3 799 839 91.6 62.4 88.4 83.6 82.2 815 74.3
S fE 81.6 76.9 80.5 85.1 74.0 77.1 784 772 77.0 726
CV% 28 34 6.6 7.0 12.0 136 6.3 9.7 46 1.8
15 A - TR BAA BT 3 B Y0]) i V¥ IR E
1 79.8 81.1 835 86.6 95.7 96.9 99.6 73.0 85.6 81.6
2 82.0 81.2 839 799 86.9 93.8 90.7 894 799 80.1
3 75.3 75.7 777 87.6 936 78.7 88.0 77.2 94.3 88.0
4 787 90.7 84.5 81.9 84.4 79.6 76.1 87.9 87.1 96.5
5 70.3 75.6 82.7 77.2 78.6 88.8 774 90.5 89.5 80.3
SEH 85.7 85.7 84.0 82.6 87.8 87.6 86.4 83.6 87.3 85.3
CV% 53 7.2 33 53 79 94 11.3 95 6.0 8.3

wnE 002 ug/g
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11.3 z K e hhs
T ETY KGR FiL) 7k T EFY F(AFML) 113 AR
m/z=+211—134 m/z=+211—134
FEHEVAIE(0.004 1 g/mL) FEUEVAI(0.0025 1 g/mL)
113
1.2
TANFEH0.02 11 g/g) | AINFREL0.05 1 g/g) '
77 v R 7T R {
7.0 10.0 12.0 15.0 min 7.0 10.0 12.0 15.0 ‘min
123 27 123 prsein
a5y R FAL) = 7k 737 Y F(AFE) R %
m/z=+206—110 m/z=+206—110
HEHEYSHR(0.004 1 g/mL) FRHEVAIR(0.0025 1 g/mL)
123 123
FRAMREN0.02 1 g/g) FRIIBREH0.05 1 g/g)
75 s e 77w
—_ NN~
) 100 120 150 Tin 8.0 10.0 12.0 15.0 min
M8 -1 HABMOMRM 7u~ b5 A4
LC-MS/MS 4&ff : & 11TmL7z
113 pe 3 A 7p X
I ETY KA F L) FOFA 7I€5Y KR FL) PR
m/z=+211—134 m/z=+211—134
FEHEYSIR(0.004 1 g/mL) FEHEYRYE(0.004 1 g/mL)
113 11.2
FANFEH0.02 1 g/g) FRANFEH0.02 12 g/g)
7T o #E T IR
7.0 10.0 120 15.0 min 7.0 10.0 12.0 150 ‘min
123 o .
FORHA 572
77V (AT L) 787 Y F(AFA L)
m/z=+206—110 m/z=+206—110
B HEYAYE(0.004 1 g/mL) FEHEYIE(0.004 4 ml)
123
123
TANFAEH0.02 1 g/g) IRONBREH0.02 1« g/g)
77 RE 7T 7R
30 10.0 12.0 150 min 50 00 50 50 oo

M8 -2 HAFOMRM Z7u~< koA

LC-MS/MS &ft : 1 ITRL7:




&

¥ & 0O

LC-MS/MS % FiwC, BEWROEKEDTO AMP
R O° CLP @ [R5 7 % Meat L7

AMP . O°CLP i3, TMS-DM T * F L {t L, ENVI
Carb/LC-NH, /1 5 2 e O°Si 1 5 A THEB L 72 8%, LC-
MS/MS ZH\WTHMT 5 &L -> T, EMfgAER
Heo (R RS O —H L (001 ng/g) DHHTDS
REL 7o 7z

TIEGABE OS5, AMP O RUNERDS, HEY T,
747%~ 849% (CV% =21%~ 98%) T, &KEWTIZ,
747%~ 86.7% (CV%=16%~ 118%) THho7z.

CLP N IL, BEWHTIE726%~ 851% (CV%
=18%~ 136%) T, TAKIEW T 826%~ 87.8% (CV%
=33%~11.3%) Th-7-.

o T, ARONEILREY R OEKEWH D AMP K%
OF CLP O[] 53AT (A% BT B & I L 7z,

[1]

[2]

(3]

(4]

[5]

BIE ST  A H T eI R SR i 2 o ¥ —WFZe s, No. 16 (2008)

X 73

JEA TR A R R R &R (2006) © 5
2R T B RIE, SURHR N S B R SE R o
BT AWEORBEIIOWT (—E%IE), &
25845 1129002 5
EAmEEEAERBEREEMBE (2006) @ £5H
ZERRE T B REE. SURHAINM SIS B H R o
%5 Td BWEORBEIIONT (—FKIE), &
425845 1003001 5

W2, SRR 64 meEEE LB
AR, 5859, 2004

A BT, BT, 541 M a4 LB
HAIE AL, 6263, 2004

JEA SRR R R R i E (2006) © £
TR T B RE, SURHARINYY S B R SE o
B Tdh AWEORBEIIOWT (—ERE), &
5645 0124001 5
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