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B Rt — i D Z M VRl 24T - Tz,

MR ah FUCIR R 2 RIS IS B 5 R

EOZLBMFHI T A FT7 A4 IS E, Y CHRA L T2 LC/MS/MS IHH 64 2
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OV, IEINAZT IO TEYERE
(LC/MS/MS HH H) O X4 MLl & 1T > 7= D TH il
T2,

Vil &

1 ZHMEFR@EREAR
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WONEIGGBRICER LT, R DOIRAEER
BN ZNE 10 fFHNR L0 EREHIRML,
30 sriwiEts, MBRICHEL T2,
2 HE

REMEIRR L, MO T3k PL2005 /2
HLC/MS Mix @ T BXW 4~7 725 I Dr.
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DOFEEM T, Mo TS OB Rk
FHRASHBE R W, O 0EERE T &k
= b U VIR S CREE R 2 L7,

* 1 B

D ORI AZIRA L, &5 2ug/ml @
IRE LU 2 8 L7,

757754 NI—Ry/=ZF LTI -N-F
gAY I AL U DA FERE I =8 T A,
SUPELCO #f#4 ENVI™-Carb II /PSA(500/500mg,
6ml) O IR~ 7 2 U A EREL, S
HIZZ O RIZEKEET NV o A EFEE L7 Y
v MEZ U HF—N"—%HEL, SO TE L
= kU= x=2 @ DR 10ml T2T 4
a= 7 LT L7,

TEhr=h U, b=, T, BT
MU T AR XOEKMEET b U T AR R
BAHAFEH L=, A% 7 —id LC/MS %, K
Wi~ 7 %0 DIR R A L7z,

3 RE

EEEIA s o~ N7 T 7EEE, RSt EE
BIVEFTEL Prominence ZfEA L=, F7=, BERD
FriEEx, st a—vr— -y 2fl
APT-4000 Zff i L 7=,

4 BEEH

1 RIEORPEICSE, ThENT TV PR
DRI DR T 47— FRIE 2 Bl & X HT 4
7 E— FHIE 1 B OFF 3 EOHIEEIT-> 7,

(1) HPLC &1

717 I : Ascentis Express C18(10cm X 2. lmm,
2. Tum, SUPELCO #t#4)

H— K4 Z A : Ascentis Express C18(0.5cm
X 2. 1mm, 2.7pm, SUPELCO f1:f)

BENME A K : bmmol/L W7 v E=U L Tk
F=hkU -3V QK (5:95)

BEiFE B ¥k : 5mmol/L BEfET »E=0U A T &
=KUY=V QK (95:5)

P ¢ 0. 2ml/min
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7 LR 0 40C
EAR @ bul
77V NEEGRYT ¢ 77— RRE 1) -

BEf(4) 0 1 3.5 6 8 17.5 35 36
A& (%) 90 60 60 50 45 5 5 90
Bit (%) 10 40 40 50 55 95 95 10

IV N GRY T ¢ 7T — FHIE 2)
K (43) 0 15 20 22 30 32
AR (%) 80 50 20 5 5 80
Bi#i(%) 20 50 80 95 95 20

7oy N (R AT 4 7= NHIE)
B¢y 0 1 3.5 6 8 17.5 32 33
AR (%) 90 60 60 50 45 5 5 90
B (%) 10 40 40 50 55 95 95 10

(2) MS/MS Gt
AF¥y o H AT MRM
A A AkiE - ESI
HEZ & DKM

WML 0 (72720 0. 1pg/g DO EMNEI G ER
FBHZ DU T E il % B SR O #iPH NI I D 5
oA K ) —)v 2ml (TR LT- b O) % iRBR ISR
L L7, LI FEO 7 e —F v — &7,

l<=7% k=hKVU/20ml

bRy
R =X | 7 N VNN ¥
| — K iR~ 7“? A Ag

0 4rHR & 5%, =04y HE(2800rpm, 5 43[E)

l

FE 8ml Z#47HL L C

ENVI™-Carb II/PSA 71 T LA
!

T r=hrUL-bLxz(3:1)iRIK 30ml TIE&H
l

Period 1 2 1 1
Curtain Gas 20 20 40 20
Ion Source Gasl 80 80 80 80
ITon Source Gas2 30 60 30 30
Ton Spray Voltage 4000 4500 5500 -4500
Temperature 400 500 400 400
Collision Gas 4 6 4 4
Entrance Potential 10 10 10 -10
Resolution Q1 Unit Low Unit Unit
Resolution Q3 Unit Low Unit Unit

Dwell Time (msec) 10 250 15 125

L%@f&?47%%FMﬁlfu U AR
Z 2 O THIELTWD, # 1RE)ICHE
Eﬁ_&@ﬂﬁ%#%m?o$xﬁ)b,b9?
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5 4y Dy BEt:, LJE 8ml & ENVI™-Carb I
/PSA BT KIZAML, TEr=FU-bLrz
(3:1) IR 30ml CTIH L7z, % 40°C T Iml
PATFICHE M, 7% b 10ml 200z T 40°C
THIERZE L, BEWE 7% v 2ml ([QIEfE LT,
ZDWD 0.5ml ZAEL, BIEHNAEZKREAT D
Ll EVEnE L2, EEMEA Y ) —L Inl

Ve R
!

Iml LR IZ I #RAE (40°C)
l<=7+% b 10ml

P HZE (40°C)
!

W ET & b ooml ([ZIRAR
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l
W& A K ) — VIR

R E AT CHCE
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M1 SHAEDIA—Fr—+

6 BREHROMER

BOERKAZ A X ) — /)L THRL T 0.005~
0.07pg/ml D EMAEER LT L7z, T2
A LC/MS/MS IZHEAL, E— 7 L ChEiRs
YER% L7z,
7 HEohhniRE

ooy mnauakix, E#E 1 45, [F—Ouin
Bha 1 B 2 [\ 0f7), 5 BAMFERT 2 28R
TIT-> 7,
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&1 MS/MS &4

=3 PRaF e Period Q1 (m/z) A R EPERE

(53) Q3(m/z) DP CE CXP Q3(m/z) DP CE CXP
FTAMEFA 4.4 292 211 61 17 14 18T 61 29 10
A7 Jm7" Y1 4.8 256 209 56 27 14 175 56 31 18
InFr=yy 4.9 250 169 51 19 16 132 51 21 8
Julp )y 5.4 222 92 86 37 16 65 86 57 0
TRVIVE ¥V 5.7 268 175 61 21 12 147 61 35 10
#7087 )} 5.8 253 126 66 29 8 73 66 83 6
FIN VB =l 7.2 202 175 71 37 12 131 71 47 10
TH AFEA 8.4 325 183 51 23 12 112 51 55 10
V)R 10.9 210 71 66 51 4 140 66 31 12
TR 11.4 334 157 71 47 10 290 71 27 14
AVFFT W b= 12.0 360 251 46 23 18 360 46 5 26
7/ }7 477k 12.9 301 168 71 13 12 136 71 31 10
TV VRAM Y 12.7 318 160 56 13 10 132 56 22 8
VZINN 13.0 319 139 81 41 10 93 81 75 8
VEVFN AV 14.0 255 132 71 31 10 91 71 47 6
VESVEYVAS 15. 3 395 175 51 23 12 339 51 11 12
A7 0N Y7 15.3 321 119 56 29 8 203 56 13 16
J3vmy 14.9  eop 303 185 56 19 14 125, 56 51 8
YAV VEYM) 5.5 ° 492 331 51 33 24 180 51 61 12
YAIFYT =W 15.5 294 70 7149 6 73 7149 12
v7) 773 15. 6 325 108 46 19 8 261 46 15 18
VEVESZ 1 7A 16. 2 302 116 56 17 8 88 56 31 6
TomfA 16.7 368 199 76 21 14 125 76 47 10
AZEYN 17. 4 413 295 76 23 20 241 76 35 18
PR E S 17.5 439 173 76 27 14 91 76 61 6
AV ®p7° 17.9 528 203 71 55 14 150 71 35 10
R2AVESEVA 18. 3 431 105 101 45 10 119 101 31 10
¥ nky7 —p-77)0  18.4 429 299 8 29 20 85 86 29 14
77FAINT 18.7 383 195 66 29 16 252 66 19 10
VZAYEY 18.8 479 344 51 21 26 223 51 49 16
Jupyny7 18.7 324 203 71 23 16 120 71 31 8
ALY 18. 6 376 190 56 25 12 161 56 39 12
¥ nky7 TF 18.6 373 299 71 27 22 271 71 37 18
N VR 18. 6 354 286 66 17 20 186 66 39 12
Juky My b ARV 19.0 336 238 61 25 16 192 61 41 14
B Aplb1 14. 1 343 307 76 27 22 140 76 31 10
N7 EVTT 23.5 o519 298 130 116 35 14 98 116 41 6
b7 EN72 24. 8 343 307 116 27 22 140 116 31 10
RSN 2.6 237 72 41 29 12 90 41 13 8
AW 3.1 163 88 41 13 8 106 41 15 8
AYAVANRN 6.8 223 126 66 29 12 90 66 47 16
TV AT 10. 0 208 116 31 11 8 89 31 23 8
MTMC 24. 2 166 109 51 17 10 94 51 43 18
PHC 13.9 210 111 51 25 8 168 51 13 14
TV 14. 1 209 152 46 21 16 137 46 35 12
YR ATIVT 14. 1 224 167 56 15 14 109 56 25 8
Wk 777 14.2 222 165 56 19 16 123 56 33 12
AL 15. 6 219 145 31 19 10 127 31 51 10
MPMC 15.7 180 123 51 17 10 108 51 37 8
XMC 16. 4 o 180 123 51 15 10 108 51 37 8
FAT 2T 16.5 RT2 226 107 51 25 8 164 51 13 12
FAY N7 17.6 355 88 66 29 8 108 66 23 6
A7 i7" 18.2 194 95 61 25 6 137 61 15 10
72)7 W7 20. 8 208 95 61 23 8 152 61 13 14
AFAHNT 21. 1 226 169 56 13 16 121 56 25 10
R ARY b2 21. 6 343 307 76 27 22 140 76 31 10
VIV 22.5 346 278 41 17 20 73 41 27 6
TVt ekvAi-bZ  24.9 422 366 76 21 10 214 76 43 14
IWV7x))Any 25. 2 489 158 91 29 16 141 91 73 10
7oVt mdyA-bE 25.6 422 366 106 21 28 138 106 45 8
~RVFT) IR 25. 1 354 229 36 25 16 229 36 21 16
AN 2k YA 22. 2 224 77 71 63 6 106 71 39 8
RN 17. 1 239 72 51 35 6 182 51 23 14
YIEEZAEY! 10.8 328 254 65 -32 -23 66 65 -106 7
NAEE A 14.2 o 328 254  —65 -32 -23 66  —65 -106 -7
JASSZEYANN 14.7 e 367 149 -80 -30 -3 105 -80 -46 -17
Ay 15. 6 345 281  -75 -26 -1l 78 75 56 -11
37 m7=y b 16.0 290 143 70 44 -9 93 70 34 -1
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®2 BEE(ERE)BSLIUVRBENHER

LK, WD FE0. Olpg/g WHNHE L0, 1ug/g
EUCE (%) OHTHEE (%) SSPVREE %) [PIINER (%) OF TR EE () =SNEE (%)

FTANFFA 73. 1 4.3 9.8 79. 2 2.5 2.5
A38" Ju7" P 91.1 2.5 5.3 93.7 1.8 3.1
JuFr=y Y 86. 0 4.9 10.6 92. 4 1.5 1.5
Jul) i)y 91.3 9.9 10.0 91.5 2.7 3.4
VDL NE V] 7.7 6.9 10.5 79. 4 2.8 5.4
F7yu7" g8 90. 6 7.7 11.8 92. 4 3.9 6.7
FIN" BT = 82.0 5.7 6.3 81.2 4.1 6.5
TH AFHA 85. 3 6.7 10. 7 80. 7 3.3 6.4
VAT B 91.4 7.1 7.7 91.9 1.9 3.3
JIAE W 102. 8 4.5 6.4 95. 7 2.5 4.0
A)ZFT Vb= 89. 2 3.7 5.4 82.7 3.2 4.6
T2/ AT 47 7h 97.7 4.1 5.2 93.7 2.2 2.9
TV VRAR 95. 4 12.3 12.3 100. 8 4.2 7.3
b Y74 b 97.8 5.4 9.3 95. 3 3.0 3.0
EIIYA 95.9 7.0 7.0 93. 4 2.0 4.0
Jue7z) Y b 103. 3 3.7 7.6 96. 8 2.3 3.5
A7 an Y7 100. 1 3.8 4.4 96. 3 1.3 3.4
J3vmy 99. 0 4.6 5.0 96. 1 3.0 4.0
AR VESVIL 100. 2 4.9 8.4 97.0 2.2 2.4
Yraty” = 98.7 4.8 9.0 97.3 2.5 2.7
SAVAN 96. 4 1.3 3.2 93.5 2.5 5.8
VEVE DL LA 102. 6 3.9 5.3 96. 1 2.8 3.8
7=nhk 98. 1 2.6 3.4 95. 1 1.9 1.9
LVEYENS 98. 5 2.1 5.0 94. 4 1.1 3.7
VAN S 74. 2 10. 8 14.0 70. 7 10. 6 10. 6
AN X7 91.2 3.0 11.4 90. 8 5.3 5.3
NV NS S VA 97.9 4.1 7.5 92. 4 1.0 2.3
¥ nky 7T —p-77) W 96. 6 5.4 6.5 90. 3 3.1 3.3
ke L7 74.7 3.1 10.9 73.9 1.5 12.1
VVAYEY 92.8 3.4 4.4 88.7 3.8 7.2
Japyay7” 88. 6 5.9 8.2 87. 4 4.9 8.9
ESPARAY YV 95.5 5.4 6.4 95. 1 2.7 3.6
¥ nky 7" 2N 95. 2 2.7 4.6 92.1 3.8 5.6
NS DAV 91.1 5.0 8.0 92. 4 5.6 12.0
VEEAN SIS ED 97.6 4.5 4.6 92. 6 1.5 2.5
K AR A1 99.9 5.3 5.3 95. 3 1.5 4.4
M7 EVTL 100. 1 9.3 9.3 94. 1 7.2 7.4
MNFTEVT2 115.3 16.8 18.6 101. 6 6.2 8.3
ESN 83.0 2.6 3.2 88. 2 1.8 2.9
A3 156. 8 3.3 8.0 147.3 2.2 8.8
YAV 94. 1 4.5 5.1 94. 7 1.9 3.8
AN 1 7A 92.3 3.8 8.7 90. 1 2.0 4.2
MTMC 92.3 8.7 8.7 90. 1 2.1 12.2
PHC 96. 8 3.2 5.8 93.1 1.9 3.8
a17A 91.9 3.7 5.6 90. 5 3.1 3.1
NZAty 7 95.0 3.4 5.2 93.7 1.4 3.0
VR 77y 118.1 5.5 10. 1 112. 8 2.4 7.0
BN I 95. 0 4.3 4.5 93. 8 1.8 3.9
MPMC 97.5 3.1 4.2 92.9 1.9 3.4
XMC 98.0 4.7 6.5 92.0 1.6 2.5
Sy VEYS 1 7A 91.2 5.7 6.9 89. 0 4.1 4.2
FH VT 4.1 121.2 144.5 13.4 18. 4 95.5
A7 whn7” 96. 7 3.9 4.8 91.9 2.1 4.6
71)7" 7 95. 1 3.2 4.8 92. 8 1.3 3.2
AFARNT 92. 6 4.5 6.5 93. 6 1.7 3.7
KARY L2 94. 3 7.6 7.6 93.5 3.2 3.4
MITWIYT = 81.2 3.1 6.2 89. 1 3.9 3.9
VEVAR-ES B/ 68. 6 4.4 6.1 79.5 9.5 9.5
TIVTz) ) Any 88. 1 4.4 21.9 71.0 9.6 15.5
VEMA-E SN 64. 3 8.3 8.3 71. 3 10. 4 11.0
~RVFTYT IR 55.9 7.3 8.5 62.0 19.9 19.9
AN =L 90. 5 15.4 16. 3 95. 7 4.6 4.7
L 98. 4 4.9 4.9 96. 3 3.2 3.9
VIZE2NN! 41.6 5.2 36. 8 43.6 11.3 37.7
Mvakyy” ko 61.4 6.6 14. 1 67.0 6.5 11.8
JAESVEYVARN 91.6 3.3 5.6 93. 6 1.5 3.0
N 90. 5 5.6 7.8 93. 1 3.0 3.7
AR VEUIN 96. 7 5.4 5.4 95.0 2.0 4.0
I FAY VT DK 80. 4 3.0 5.1 80. 3 2.0 2.2
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(0. 0lpg/m) NHH/ELNL E— T HED 1/3 %
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2 EE(EREFR)
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WERML, ZNENOE~ 10 FOFER D)
EUNER 2R eD Tz, & 2 (FTE) I O RZ 7T,

AVIN, FEIINT, ~NXFT TR,
FIaxs P hd 4 BT, 0.0lpg/g BEID
0.1ug/g O HFITEBWNT, BIEHE(T0~120%) %
e C&pmolz, /-, 7xzrbEoF T A—|
7, ZzrEuaxA—KEOD2BIEIL 0. lpg/g
WCBW T EEMZME Lzbo0, 0.0lug/g
IZBWTHEEZ R TERNoT,

TORT, FATANLTIEAY INICRFE
BIEMS, FAIHINLTERX Y INITONT,
ZOEZOWTIE L7 & 2 A, B % 2
L7z,

3 BE

HA RTANTBT HOMTREES L OENEE
O B, W 0. 1pg/g DA BT E
15% AR L VENEE 20% R TH Y, &N
IR 0.01pg/g DHENIHMTREE 25% A& LY
ENKE 30% KM CTHDH, RetEY 7 MLy,
—ILRLE BT L DT 21TV, DHMTRE S
FOENBELRH L, £ 2HTE) ICZORE
BT,

FHIANT, ~NFVFTISITA, FTAaFx
YLD 3 EIT, WMEE 0.0lug/g BLW
0.1pg/g O—FHLLEIZBWT, HEMEO WM
LU REWEIHEHENAR LN,

F AT ANTIZONTIE, B ([EUER) OFEfh

R & RIERIC A Y L& OFEEZHOW TR L 72 &
A, BEMEAWTZ L,
4 TEERR

—AILEE 0. 0lpg/g ITFEY 3 2 IR S DOAEHER
(0.0lpg/ml) ZW|EL, KELHERLI-LE A,
/o —270 S/NIIIHTA FTA4 2 TREN
TW5 10 ML E&fe Lz,

* & &

EONAZIIZONT, YT THREEZIT> TV
% LC/MS/MS HHH 64 F2HED 2 Y MRl 41T > 72 &
A, 60 BIENRERRETHD &V HRNE
BTz,

BB, 7zt X T A—RN I BIOR TV
BXx v A—F E O 2 BERIZOWTIE, WINEE
0.0lpg/g IZHBWTEEE O HAZME 22 L TV
W, IEONAZEIBIOENICELIEEEO,
(ZHEHEME Y 0. lpg/g RO b OB, IR
IPEEE 0. lpg/g BT H BEMAZRT- L2 &%
Ho THRAEFRESE LT,
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ROZY MM AT O TETH D,
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