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1. [FLC&HIC
FEBEBRT IV HO—FEThDHE AHX
Vi, B RBEOBBE T, AP Ooe AT U
Wb A Z I VEARHOBRENMEH L TAERKT S
BFHEOFREMETCH DL EAXIVITLDLIET
BT, @E 10 ERICB T 2EANOIFEER T E
DR THROIEMENZ L ERFERAEMS T, P
N, wr7ua, AR EDORGALZDNM I,
PEGLTH D Y, FIU L RERMEERR T 2
DFFIVRWERY VEIT B RAZI L —fE
WCHERT DL T e AX I VB EREORES
ERAZ I VOGERNAREL. B XX I OfE
MEMBIEL L b Tng Y,
BRPOARBEREEIRT I VO SHTIER I
kinbmEEik s o~ N5 7 (HPLC) Y78
FIH &N TV D2, Z OB IXAT AL PR EE D JE
T, BEMEIC KRG D, B ERARICIE, B
JRRIZEH & g ESLRBFIE A RO SN D70, T
EEBRE N OEBINEE AT WK e~ T
77T NEESHTE (LC-MS/MS) & v
FHHERRE STWVD 3O, 4E, YEr & —
T#H LC-MS/MS IZ L A5 RERMEET I oD
—HOMIEERE L RNTTE RS IZ OV T
EITo70T, ZOMELZRET S,

2. Ak
2.1 2% 5

ERAZ IV THEBE R T IV KT =R
FATIy 2-T 2=V FATIV) FELT
AV AFOEHERR . 5T I VR, 1 AR v
THERRE LU THRBIE R VAL I U
BT TA T AR T I~ F URiERE
Wbk TERAER Lz, SFEELE 0.1 M
Wl L R (1 mg/mL) & Leob,
AAEHEFIE A2 1 mL T 2/BA L. 0.1 M H#E T 10
mL [ZER L TRGIEERK (100 pg/mL) % i
W7,

e o ) WL A7

2.2 FhnE IR G ER
MENNGRBR OREHT~ 7 o dil &, BEX Y
N, fEE A - b L THW/=, CODEX &
BEDE 24 I VR Y 25510 IRAEER
W, ~ 7 afily L&Y N3 100 pg/g (A
BIEUE) | T 400 pg/g (F0E o fir AR L UE)
DL WML, IRINENGGRER (n=3) #1T-
7=

2.3 BRRBEE AN

AOBHT A 3 AF ISR BN Tl LTV e
~suaflyg, BV E, TV, XY
AN, LY oK EER, v/ B KA.
T A ME SR, BEE Y U~ U kIgE . A
s (RANREDOL L »>2%, A~E LT 5)
Rk e Bk L THWE,

2.4 BILEER WRIEFH
B O FTALEEVE 2 [ 112, LC-MS/MS D I E 5
aeR 12, A MERHEER 2ITTRT, B,
—EOT I VEIIA T ACRET D VD, H T
AEOEHR AN TIOVIFEEFEH LWL S
L7,
'—20%]\9 7 v o g 5 mL

T}Elk 5 1 min

A SAAHE

%*%‘Zﬁ‘k Ak % E K T R B

EI%? 50 mL Bl

Sy He 250 pL (Fa$E1362.5 ul)

TEAR 50 mL Bk

%IHS( 100 uL

7% b=} U/ 900 uL
053 10,000 rpm 5 min 10°C

ShBRYAE | 100,000 £ (£3%13400,000 %) AR

1 ALK

A TR BRI A TR i AR R
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x1 BEEH

QTRAP4500 (AB SCIEX)

AN Atlantis HILIC Silica (2.1 mm i.d.X 150 mm, 3 pm)

BEiH AWE GBS = TEh=Mb : 2)-1=95 : 4 : 1IRIK)
Bik (0.2 %X, 60 mM X 87/ E=nh & A MK

STER=NY s A -=30 @ 56 1 14RIK)

7IVEy WM BiR : 100% (0min) —100 % (2 min) —54 %

(3min) —54 % (5min) —0 % (6 min)

—0% (10min) —100% (11 min) —

LC-MS/MS#: i

100 % (25 min)
it 0.3 mL/min
T LR 40°C
AR 5uL
A A Ak ESI (+)
HEE—FR Scheduled MRM
A A PR 500 °C
A A UIREE 5000 V
£2 MRM&EH
AN TEEALY | EWA T
DR (m/z) (m/z)

M) T2 161.0>144.1 161.0>117.0
FIIv 138.0>121.0 i 138.0> 77.0
TR FNT I 1 122.0>105.0 i 122.0> 77.0
AL IV 112.0> 95.0 i 112.0> 68.0
TIT=TF 131.0> 72.0 i 131.0>114.0
THENRY 103.0> 86.0 i 103.0> 69.0
ThLvv 89.0> 72.0 89.0> 54.9
AL 146.1> 72.0 i 146.1>112.0

(PREFIRERIE)

3. BERRUEBR
3.1 RERRUEETIR

0.1 ng/mL~25 ng/mL O §iH (8 ) T, B —
7 HFEIC L DR EMRAER LT, AL I Y
v RE B4R EARYE (FREIFRE 0.999 LI ) T
Y, AL IV UITHEBERE 0975 Th o T,

Flo BMPICERE T L RS ICE T 5 Wik
DZYUWFTMATA RTA 2 PITRENTVWDE
B NROEELZSEIC, =27 O S/NEZRD
oo NUTHI U FIIV T2 XF AT I,
EAXIV T I=Fr ALY D6 I
0.1 ng/mL~0.25 ng/mL 7> 5 S/N k=10 Z 7= L
TWie, R ERANRL I T U0F 25
ng/mL 7225 S/N L =10 A Jifi7= L, S/N H =3 Zif§
TR M iF05ng/mL b, AL
VUL 1.0ng/mL 2B Th o7z,

3.2 #hnfE R 5 ER

3ADFERNS, TRV RORANLI D
Z R < 6T IOV T, BB O RN ENG B %
Fhi L7z, MR AERIICTTRT, HREOEIE L6
T RTNRIS~119%TH Y, B TH- 7=,

® 3 AmMEGHERER (FHREURE (%) . n=3)

........................... B ~re s
o CEE A

92.6 91.6 74.5
(2.6) i (5.0) 2.1)

85.6 100.3 83.0
(2.5) (7.2) (2.9)

96.1 109.9 91.0
(2.8) (4.1) 2.7

107.1 108.7 86.0

Mz
g

T XTFNAVT I

ExZS (2.9) (3.4) (1.5)
o 1094 | 1129 § 919
TINT 41 | (48) | (13.5)
o 1131 | 1194 § 106.1
Edarad 60) | (37) i (154)

() PIFHEEERZE (%)

XA R 22 TR O 7 V' ~F VKO &
RY U RRORE VIR &R TN MR B AT A
ENBEon, B, 77 v 7 B0 S BER T
ENTEHAEFELSIWTEIREZFH Lz,
RETOBE, BIENEBT LN, BT
DAZEHBFOF B Y T LA A EORMEY PR
FLTWAZ ERNBEEINT, 20D, k%
B E %, MK 20 pL&EEA L, B : 0 % (0 min)
—0 % (54 min) —100 % (55 min) =100 % (70 min)
DEMWETHT LNEEE L. EORFEE Y —2
PRI ORMEFR & LT, 1.0 ng/mLEEUEWR & 28] (M5
IL30E]) VIR LHEE L THHROFREZJE S
HZET, WERMBNEE LT,

3.3 BRNRER AN
BEANREREMABOMREER4ITRTIZEA
EME R FIREAT T, Ml S ORI A 2
FEOAHTHY, CODEX ZEED b AKX I M
il Cd 2% A o f A L YE 40 mg/100 g & bblz L
THHIERWVEETH -, Al AT 24X
vhEAEITAEL LTy Py — RV
FREOH DA T VROV U~ BNEMENCE .
AEBITAMAZ/HTE LML v ) FMEER
Thotl-, AEC~EIZ77 7 F¥— b VIl
DIV ANE CBE T Y X TR
BEE LT, JEUEfE & bl U CRIBE D 72 VO R i
ThHholobOD AFEDOENWNE AX I VBEED
BEWZORN - ERBENT,
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4. F£&H

ERAZ IV, FTIVEOCRTIZONT,
LC-MS/MS{EIZ L 5 —FpriEE Mt Lic. 7 7
T FURRAERY) T AETIHEL TR A
HiILD b OO, MR RPG BV Ko
BIXTRETERAEROSTE LTHSICEA TE
HEEZBND, T RLY U ERALI DD
2 AT IEEMED B FRE T, MR E ThH L ER T
D AR R STz,

Fio, AEHAE LZBENRERMITZT T,
CODEXZEADb A I VEHEEAEBZ L L O
Erole, 5% b ETHEDORRKIEHDIZD D5y
Hr ARGl DOFEAFIZESF D TV E T2,
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