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T LD 90~120 fFHWEERTWD D, b
XA T—LBIORT RV T—AF, ErhnelY
—FT7REREOMILEMRICERINLTNEN, £
HHEEOESNLERBETOBEANBEEND 20
ERKE R TR ORBERLE LS, UL, T
T%%LT%tZﬁT—A%i07%A/T—A“
W OBEFEEE, BB I ET D28 F sy
%ﬁk%<\MIﬁm@ﬁﬁuiOTEW¢#k%
B2 EWVWIHIRADRD -T2,

ZZTHE, HES I [ Mk 9 BLOEHES
VO FEEZBICL THBRIBEROABIELZ LR L,
Bk % 70 T AR N L& 5 o Il GE I KIS R RE 72 LC-MS/MS
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BEORFNH DHE R AK HRET 2 EH T A
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2. FEUESL - RIS
1) PEHEJFHE - Sigma-Aldrich L8 % 47 — A (HPLC
F) . Sigma-Aldrich #£ 87 K /x> 5 — & (HPLC )
BrhEn20mgEML, A% ) — VICHEREL Ta
B%20mL & L7 (1,000 ug/mL)
2) RAEYER : AT — LEMFR, 7 R T —
LIEMEFR Z 4 1 mL 0B L, A%/ — /LT 100 mL
L L7 (10 pg/mL) .
3) FEHTHE : Viskase thfl¥ Lo — R F 2 —7 36/32
(EHEfE 44 mm  E£ 28 mm  JEJE 0.0203 mm)
4) FHTHMHE - 0.01 mol/L HEEE ; /KIZ 5 mol/L ¥ 2
mL Z /%, 1,000 mL & L 7=,
5) BwHTNK : 10%HE{bF b U v 4-0.01 mol/L i B
W% ¥k VU w15 g i 0.01 mol/L 2 % % .
150 mL & L 7=,

1) EafrfEer 2) RERER 3) Bk F—
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6) BT AN LFOEHMEME Lmol/L FBET » E =
U AW (HPLC )
DELE7AVLFMEFRIYA Y ) —ALBLOT
 h="hkVU (LC/MS )
8) 15%7 & k= b U LKEIK
9) 80% A & J — LIKIRIK
10) A%/ —n:T7Er=hrU:Kk=1:9:10%
{r3
11) BE# 5 mmol/lL ¥7 v E=0 LAKEK ;1
mol/L ¥ 7 =7 A 5 mL % /KT 1,000 mL
L,
12) EFMfH P Z & 0 Waters £44 Sep-Pak® C18 Plus
(360mg/0.7mL) HHENLH A X J — LB LK%
5mLCIE®k =25 4> a=v27LTHMALRZ,
13) Diversified Biotech #: % DURA SEAL DS4-500 (##
& 100 mm, & & 152 m)
14) 2O oORIE - &L 7 A LFEHEE (bR 8
fliZk (LC/IMS ) . ZDOMiZE £ 7 A v L Fnok K
(BR) BB BE R 2 L 72
3. i

LC : (BF) & B /EFT# Prominence LC-20AD

MS/MS : ABSCIEX %% 3200QTRAP
4. JE S
1) LC %1

717 . Waters #E % ACQUITY UPLC® HSS T3 (N
£ 2.1 mm, £ & 100 mm, k7% 1.8 um) . BEIHH
AlR : 5mmol/lL XB7 v E =17 LKEIK., BEFE B
W AR =N, V5T MM 0min B 5%—3
min B 70%—5 min B 70%—6 min B 99%—9 min B
99%—9.1 min B 5%—15 min B 5%, it 3 : 0.4 mL/min,
HAE :2uL, Z 7 AIRE : 40C
2) MS/MS 1

A4 ' — K ESI (+) . HIEE— F : MRM
Curtain Gas : 10 psi. lon Spray Voltage : 5500 V.
Temperature : 700°C. Source Gasl : 60 psi. Source
Gas2 : 60 psi. Interface Heater : ON, Collision Gas :
5. Collision Cell Exit Potential : 4 V

WEA A vk KO ESEMt

WEA A B LOWESMEEL Table L IZ7R” LT,

Table 1. HIEA A4 28 L ORIESML

DP EP CEP CE

AAT— L EfRA A 3719>172 46 10 16 31

EMEA A 379>85 46 10 16 51

7 RN T—0 EEA A 459>102 56 9.5 20 35

EMEA A 459>84 56 95 20 53

DP : Declustering Potential, EP : Entrance Potential.
CEP : Collision Cell Ent.Potential. CE : Collision Energy
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5. F Rk o FR

BEEREHCOW T, MUKERZEY ., SEO
KEFMLCZ— K7y —TH—bL, &
EREHZOWTIZ, 2EBEZHEBOKERE L,
6. BRI R O I

HIES 3 | /S Y BROEBEHSL Y0 HiEx S
BIZLTBEFIEETT B LT,
1) &L

AE 20 g ZBEHANIK 20 ML & & bIT—FEREWY
LRI 65ecmOENF=2—T7ICRELE, EZX
ERIBRVEILI —FE/BOBAL, MKOMKOL
HEBRELTCEHENF=2—7OEES (F%E) % 55cm
L, NEERERIITEELEEHZ, < 40
WZHE AT 500 mL AR F— 2 A, SMERZEM
ZTChR&EE 200 ML IZ L, ARV Y ¥ —0 EE
% DURASEAL TH L, ZO L& RXT7 7 4V ATH
., REBFCENERB L, BRI, BEEME
30 T ETAT W BHT IR X AR & L= iR,
BT SR 25 mL % Sep-Pak® C18 Plus IZ & fif L., 15%
T = FUVKIEKRS mL THEFLIZ, AF ) —
VTR :Kk=1:9:10 % 5mL THEH
B.SMLICERL. 02 M AV T TV T 4 NVHE —%
ANWTABLEbDERBIBIKE LT,
2) WP Hh A

AES5g& 100mMLORY Fubv L fELEIC
BUEY, 80%AK /—/L50mLEZMAT1HMER
EVFA A L7z, =R, 3,000 rpm (1,650 x g) TH5
DA ATV, RIEE ST LT, FRIEIC 80%
AH )= 40mL Mz T 1HMFAEYF A XL
72, & 5IT, =R T 3,000rpm (1,650%xg) T54y
MiE oz, EEE oW L7z, RiEZ a6 bt
80% A X J—/LT 100 mL ICEA L7 D ZHHIE
L7, B, sOomLoRY e v L o filmik
WHh I 10mL #3 B L, £ 218K 20mL &N 2 8
M L7b D% Sep-Pak® C18Plus IC&AF L. 15% 7 &
= FUJLKEK S5 mL THELZ, A X/ —
T h=FUb:K=1:9: 105 mL TIEHE,
SmMLIZERL, 02 um A7 707 4 V¥ —%f
WTABLEZbDZRBIBIKE LT,
7. BB O AE AR

BEEMEREAX ) — V. T s=F)V:Kk=1:
9: 10 W TAHR L. 0.005~0.05 pg/mL @ & Tk
AR ERE R L, MERISENEDEOR
E®HIAICE T, 7~ 7 00— 7 WD
Mot M ERIE I X W IERKR L 7,

HRRUSBE

W

1. LC O it
BEHE T LD EMIZ DWW T Table 2 @ &
B mEtLz,
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Table 2. BEfFER X OB RIED ST &MAE

BEAFI SRk
BEIHA 0.1 %X FEEKIRIR 5 mmol/LXEE 7 > & = w7 A KV
HENFHB AR )—=N/TEI=FIL (4:1) A B )=

0 min B 5 %—3 min B 70 %—
5 min B 70 %—6 min B 99 %—
9min B 99 %—9.1 minB5 %
—15minB5%

0 min B 10 %—7.5 min B 70 %—
VA= 10.5 min B 70 %—10.6 min B 10 %
—18 min B 10 %

Pk (mL/min) 0.4 0.4
AR (UL) 5 2
2 A—T— Waters -4 Waters 14
kW XBridge BEH C18 ACQUITY UPLC® HSST3
i
7 A e (um) 35 18
7 NEXE E(mm) 2.1X 150 2.1X 150
2 5 LEE(C) 40 40
8.23 5.02
1.5e5
1.10e5
1.4e5
1,00e5 AT 1.3¢5 AT — b
9.00e4 1.2e5
| 1.1e5
8,00e4
1.0e5
7.00e4 ‘ 9.0e4
§. 6.00e4 E 8.0e4
z g
é 5,00e4 é 7.0e4 4.36
- | 6.0e4
4,00e4 ‘ 5.0e4 ‘
7.15 ‘
3,00e4 ’ 4.0e4
‘ 3.0e4
2,00e4
s 2004 7y J
1.00e4 T — AL | |
! | | - |
0.00 ! 0.0 |
’ 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 1.0 20 3.0 4.0 5.0 6.0 7$_ 80
Time, min ime. min
Fig.1-1. BEfFiEo v — 27 B IR Fig.1-2. B REO E— 27 BIR

_ o, . A ZL~DAEBIOVER B2H NI R E
B5AORFEE 3.5 um b 1.8 pum. BEE Table 3. [EFAHH T T L~ DA &S LOESR B7e b ORI EE

XEp— AL ) =N,/ TEr=RFI VPO XE®ET VE By DWE ERE [l =E(%)
SUN—RAE ) —NCEE LR, TORKRE, =2 ) mb) ML) xgs—n 7RV T—n
OFRIZ B THMENEM UL, SIN LOHRENES 10 50 5 124.0 148.0
7 - i 1-1 3 1 A =
Lo (Fig.l-1BXW1-2) , £/, OV T 4 s ’s 5 912 96.7
DOk FRDEFIZ X > T LC-MSIMS ~DEAE%
25 25 10 86.1 86.2

SUL 5 2uL i S5 2 N TE 2, X AT —

AOREERERIX 8.23 5 5.02 I, T RAAVTF 1 10 10 73.6 80.9

— L% 7.5 D 436 SiCENEREM L, o WE:01gkg

b 3 0EMET 522 ERNFREL o T,

2. BT AR DI ERTDHLL L, AAVIVE—0O L%
BEFF B AT 5 Cid, 250 mL JA @ @ DURAN i (4448 DURA SEAL TEL., BN RBRLZRVWE Y ICZ

70 mm x &I 138 mm) ICENIEE AN CTENE O LELBARNT T 4V AEBNTEHRENRZ1T 57,

DURAN JEDO HEEY T 200 mL ICERZITo Tk FHBEORMERELILELEZ LT, FHRANTENERN

e, BEVORHNPIHMEREIZKITETE BHE0F< 20, RISBENETI> ZERAREE

BRBEINT, otz
ZZT,.500mL A AU U F— (AESEmmx & 3R RS o B
= 360 mm) [ZEHTIEE 2 ANAMIR & 2 C 200 mL (2 BAME Y 7 AEROAWE L EREDORTEAT
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Table 5. KEEDFIMENTFAER

, FHTIE
Sl ﬁﬁf AT — & 7 AT &
B =(%) RSD(%) A (%) RSD(%)
THRECREK 0.1 101.1 6.61 104.9 5.60
THHEET 0.1 91.3 2.24 74.2 2.56
PS8 0.1 91.0 2.04 437 441
KEE 0.1 106.1 4.60 103.0 3.67
HL— 0.1 95.2 3.32 91.1 2.37
By TFG—Ar 01 95.4 1.65 73.0 1.43
= 0.1 94.4 2.14 83.1 4.47
n=5
> 7,
WEAF BT 15 TIL & AT AR 50 mL & [ AR IS S fr Ly

5mL CTIEH - EFL Tz (10 fE#EME) . LaL
ZOFETIEA A bR EDRICL 2 —27 DX
NELNEIRN 2 AT — b 124.0%, 7 RN T —
2 148.0% & BN L 72 728D | B UK O R IZ 20 TR
L 7o, BMEMEE 1, 25, 5, 10 fFlc >\ THik L
7ok T A 5 fERMETIEEINE LR AT — A 91.2%.,
T RN T— A 96.7T%EHE LT, FDOFER % Table
3T,

it\%féﬁ%f . BHTAME 50 mL % B AR
AT 570 1ﬁﬁ&f®ﬁﬁ%gbto:h%
B EELSO 25 mLIZEOL L, EA®EZ S5 mML &
Lk 2 A, AICHERFERZ 30 5 I8
TEHIENTE T, b FRMICET T2 LIcL-
THNRENLFEL, FREMLEMLEZ S0,
SHBITAWMEE 2SS ML E L, EREEZS5mLETD
ekl
4 PRI H RO B
HMHBEIZOWTAZX )= LT b= LI
DNTHET L7, 80%A %/ —ABLUV80%T & b
= MU ATERLENRMEIRBR 2T o721, 7
T Rr=hUALOEIILEN 10 WREETHDDITX L,
AB =L 90 BEEE L RINENRF T -7,
Flo, ~AF P UICLAMAE LROBIE R L
N, BEEN R AT — A 742%, 7 KA T — A
18.0% LK FLAZZ &b, MHICBAE CRIZEM
B, 80%AX ) — L TEMETHLE L,
5 R

ME#IL. 0.005~0.05 pg/mL o &P <, FH B AR %

099 Lo EHRMEEZ R L, £/, RIECXIDZEE
R, EHETIE. 47— 24 0.0003g/kg. 7 K

N7 — 1 0.0008 g/lkg, B HE TR, AT —
2 0.002 g/kg. 7 KX 7 — A 0.004 g/lkg T o 72,
I EN e

7T EEOMIEMIR L, XA T —LABIOT R
N T — 5% 01g/kg (BHEE) F7213 0.2 g/kg (‘ZE
BERRHYE) LD X ORI L, 30 4y M AkiE % I
MENREEE (n=5) %#41T->7-, TOHEE % Table4 |

S ifanten

R S 7 Ak
[E1U (%) RSD(%) [FI# (%) RSD(%)
KB 0.2 97.9 1.44 89.9 1.32
n=5
R, BIETIR, 24T — A3 EERN 91.3~

106.1% L BHFTHY ., 7 KA T —LHIZHo0THK
FLIAE 73.0~104.9% TH o 7=, KREIZHEM LT

KA T— A0k, BIUERDN 43.7% & & - 7=, 4
AREBIECIIEY Z EREHE U725 0B AT R 1
BRFHBRENLETCHIEL#H Y SN TEY ., FL
LOWELEMHAELIT 48 BB TENEZITo TV
502 b b, BT 2 24 FRRTR X OY 48 FRER IS
ERE L THRF Lz, 347 — 5 0%. 24 B i T 92.5%.,
48 Bl CTIX 75.9%, 7 KAV T —LAX, ThEFh
31.9%, 47.4%& 720 BHFFMAZILERE L TH, [FHIIL
%@miﬁf\ﬁrﬁﬁfwAiﬁTthM$%

IEELLTWVEMBICHOW T {FE] U RS
zbntt&)/;ﬁu#7+ oA/ AN *ﬁxﬁﬁﬂei)\ o
S EAREIRROBRWVRINZ EEZ DN Y EHRE
LTW5, SHEERLEZKRE T, HFEALRVWER
BELTHEY, REBORBBEOCNREMATZZ & T
RAEDSIE L mEES KRDIIR N R+5E 20,
BHRPNET L2 ORINBREL oz b
Ez b,

ZFIZT, BEL YO FEEEEZICL BB E
TAREORMBIRAE ZEfME L7 & 2 A, Table5 I
R ERBYEIIRIT R AT — L0 97.9%, 7 KN
T — L7 89.9%IC 1M kL 7=,

7 THIRMTEMLOFEE

FMB LR AT —LDFRFRND DA 8RB
T RRT—LORTRNDDEM 4RE, BEOX
RNHDLEHLIRBICOVWTHEMNIENOHRHE %
1Tote, ZORE% Table 6 IZ T,

HBREER ORI T BNEERAVEZ L L, B
N T 0 F B TR R 2K Ay o 2 R B R R s T
L7z, TORR, FAT—L2BLOT RV T
— LIRS R EE R PH (0.017~45.04 g/kg) THH &S
ni,

MBI 2 AT — DO RN 72 b o T IF IR E T

2EMNMLIZE 2 A, AT — AW 0.077 g/kg I H!
Ehi, EMEAICEE LRI TBY ., HE
B LTHERAESNTWEDOTIERLS, 7L —"—1Y
WANGEED ELTHEA PSR TV EHM SN D,
FRIX. WEAEERT ARV IC-F4ERET
HZENTED70, %A THL @HEREHIE
BREENTWDLAEERH D EEZ X T,
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Table 6. M0 T A& SHiRA
AT =25 T KR T—4

PRI (gkg) (gkg)
THBECEIK ND 0.065
HERHET1 45.04 ND
T IREF-2 0.077 ND
PN 0.843 ND
2 1.178 ND
PS8 0.200 * ND *
K 0.945 ND
Ry b 0.021 ND
T L— 0.305 ND
T T—=RA ND 0.017
N1 1.154 ND
N2 ND 0.297
N—z ND 0.200
ND : A#

* VAR IS CHEME
EX-.))

Y TER L TVWERAET =B LT RV T
— LR HT OB BT, RE IS ITFT D15 F Ak
FOEBERRKEL, MLAEBOFEEIC L - TIELEIR
BERRELELD2EWVWIRABDH -T2 &b,
LC DT &R BRSO MBM B2 R L, b
FADRFEEZ 35 umA S 1.8 ymICEE L., B
F & AWK 0.1%XEE2 5 5 mmol/L BT »E=17 A
W, BRAZ =N/ TEr=F IV (4:1) 2256
AH)—=JVIZEE LI L T =7 BIRIZEL T
FEENEII L, LC-MS/IMS ~DE AE % 2 uL Ic i &
L ENHEE R o e BREGEZRF L.,
BERSOFELRPIEDLLICE-T, LVE
I 22 A RN S iz,

FATIE &2 WV T 7 R O N A S o FN E IR R
EATolc b ZTA, KREUSORENLEHEIL 73.0~106.1%

Thol-. o, T RAUTF—ADEIEPE D >
7oKL, WERMEEEAWTEBLZE A, *

FF— 5 97.9%., T KA T — A 89.9% L B AF 2
ERNBoNh, AEzHAVT, EME4 x4 T —
A, TR T—L2EORRIPHLMLES 13 R
B OMEEIT T, TDORER, 247 — 1% 0.021~
45.04 g/kg, 7 R 825 — A% 0.017~0.297g/kg #:
SN, SHEIFRERRINTEZMTES»D XA T
—LABBMHERNTWDEZ e, B LERRENT
WAEAIT L mEREH B ORI O RS S D
ELE bR,

AFEF, MTEMLOREEIZ)IS U TENEEZILHE
B EZ A WD Z LIk o TR WA S IIZE A B
EEEBZ LD,

Bk
31 A XXk
1) AT —20RBBEMBOREICHET MY
WA g E, 3-14 (2007)

2) TRAVT—LAORMEBINH O EICET 55
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N T — NERE, B FHESE, 56, 14-18(2015)
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R R HERE, 37, 91-96 (1996)
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