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LC-MS/MS IZ & % J2 B h D 7R R 3 — A alBRIE D 2 JPER AT (Z D T

erRE  FEHEER aHEHET
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A A IWRASMT =E
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WHTTIZERL 22 4 12 H 24 AFHT 2% 1224 55 1 5 TR 3 2 B3RS BT 2 BRiE D
FUMVEFl A A BT A O—EBKIEIZ DWW T OBIE TR FICFERE T 2 B3RS IR 2Bz %
WM A KT A 2] 12X, 2048 ZIFONAZE I, AL P4t L2 LC-MS/MS 12X D

T RY R — P BB VE D S T 2 T2 72 A lEl,
FHHELE . LC-MS/MS BN L D WESM R ORIEEIED 3 i RE L,

EEY S ORI B OfikZ2 By & LT, 3k

FEOo5 AT TV iEn

WLk, ALY DAZD 5 D a S L Ul MR i & TR AT > 72, £ ORER. S1E) 76 2
Srfr 8 BILL 7S BAME 27z Uy EAEY R QYRR A o Z L8 TE 7,

1. # &

AT D RHRRA I SV T, Pk 22 4
12 H 24 AT RZ% 1224 55 1 5 [RAHFICEET
% REHRAEICER T HRBRIE D YR T A KT A >
D—HBIEIZDWT) ORI TR PICEE T 2 5
SEIZBIT D BRIE DY T A K Z A > ) (LA
T A RTA0) EvH,) VX b BURIEHE~D
WA 2 HET 22 TORBRIEIZOWNT, 2R
EATH Z M L Tr o,

DD, A RIA ATHED, 2014 FEITIFH 1L
ED | F LTV ERIBRIT, LCMS/MS & Vi 2Y
PERTAM 2 FEh LS L C &z ?,

A8l AV R OSBRI B Otk &2 ARy & LT,
FRBHRSLE, F I L7 LC-MS/MS (2 X B HlES:
PEROGHEEIED 3 a2 RE L, HETA K71
CESE UM 21T o 7272, ZORERICON
THET D,

2. A K
2-1 HRFEH
TA BT A ANBIRENTREN LB TH S

FOoNAZI ., FrY Tl r, ALy,
DWAZDSEMERG L LT,

2-2 BRERRURE

(1) FFHERHE

B b P B oD B SRIR AR YRR 54,58 K TN 78 (4%
0ug/mL AX J—/RIK) AL, Zhus % A
2 ) —/VTHRLU, 2 g/nl IRGIEEERRICIRE L7,

B, 72V AL ERERZROE— )L
ENEE L7272, IBREEERT OREIT 40 g/mL
Lo TIN5,

(2) #IE=H

LC BB OEET =7 A, U VERRRETRIC
AN R FE ) 7 LRV g IKFEA Y
U LR A Lo, ORI R
B 7213 Le-MS &2 L=,

BAHD— RV v id, 7Y L MR MEGA BE-
C18(1000mg, 6mL) & U8 MEGA BE-SAX /PSA (500mg/
500mg, 6mL) & H L 7=,

2-3 LC-MS/MS O BIE&H
(1) LC#B

HE : Shimadzu Nexera X2

1 BUFAGEI) 1 R3S AR PR SR
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717 2 : ACQUITY UPLCe BEH C18,
I.D. 1.7um

717 NREE - 40°C

P ;0. 3mL/min

EARE 5l

VTN —F— 1 4C

HAE— K : Partial Loop

BB A bimol/L WFERT > & =" A in HO
B : bmmol/L FEfE T =17 A

in A%/ —)v
SYBTRERR] : 20min (0 7 L PAE LR 55 2p)
TV NRE R LIDERY,

K1 VSTV REH

Time %A %B
0.0 95 5
1.0 70 30
2.0 55 45
11.0 25 75
14.0 2 98
16.0 2 98
16. 1 95 5
20.0 95 5

(2) MS ¥

$E[E 1 SCTEX QTRAP4500
A A Ak D EST(H) . ()
SYHFE—F : MRM

AT FAW—IT A T0psi
YA A« 50psi
A ZF VAT V—5EE
AR B 425°C
MRM 6ft: - 2D LB,

: 5500V (+), —4500V (-)

2.1 x 100 mm

2-4

HERARRD R
K1o7a—Fx— OB VIToT,

Ak (B3 - 2%)

<— 7Eb=F) ¥ 50mL

RV FAR
<«—— TEb=M)¥ 20mL

W Hil — FRiE

: 20g

2tk
|

100mL EF
20mL 4y Et
< J/PRREMER 10mL

"eE9H 1045

TEh=MI VB

Wik (EKAREET ) Th)

!

C18 [EARI-F vy

<« TEh=NIMEH

T - WOl

< TUh /AR (101) VAR
SAX/PSA [EFEA=My¥"

<— TEhu/AR (10D B
%ﬁ

HL [

|

M)=v/AK(1:1) 4ml BE

ImL 43EC L. A4/-0/7K (1:1) T 10mL EZ

|
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=2 NRM &4
A A A A+
4 74”;7/7;; j;jé/z) DP(V) CE(V) CXP(V) f;f(i/; DP(V) CE(V) CXP(V)
1 THEAFEKR 325. 00 183. 00 51 21 10 112. 10 51 51 10
2 TUURAAFL 318. 10 160. 00 56 13 10 132. 00 56 21 10
3 FYFVARBEY 404. 10 372.10 71 19 10 344. 10 71 29 10
4 FT=ukR 368. 00 199. 10 71 19 10 125. 00 71 42 10
5 oA YFY T R— 360. 10 251. 10 76 24 10 144. 10 76 75 10
6 A7anyhLT 321.20 119. 00 86 23 10 203. 20 86 12 10
T A~ 297. 00 159. 00 61 31 10 255. 00 61 21 10
8 A3I¥sm 7Y R 256. 00 209. 00 81 21 10 175. 00 81 25 10
9 AL H )Ty 341.10 175. 10 61 21 10 187. 10 61 19 10
10 4> FEHFHALT 529. 00 203. 00 91 55 16 149. 80 91 29 10
11 =R¥vary—n 330. 00 121. 00 76 27 10 101. 00 76 63 10
12 A% Y rmARy 376. 10 190. 10 66 21 10 161.10 66 37 10
13 A%%In 237.10 72. 10 58 25 10 90. 10 58 11 10
14 AFTHLEFL 268. 00 175. 00 71 19 10 147. 00 71 29 10
15 FUHFY 345. 10 281. 10 65 24 -6 78. 00 65 —60 -6
16 AR Y L 202. 10 145. 10 66 16 10 127.10 66 39 10
17 AAFERIR 336. 10 139. 10 76 27 10 103.10 76 55 10
18 73Iprmy 303. 10 185. 10 71 17 10 125.10 71 43 10
19 JuF7r=vv 250. 00 169. 00 66 17 10 132. 00 66 21 10
20 s/RTEVTFVY 302. 93 138. 00 61 21 10 102. 00 61 53 10
21 a7 =) UN 395. 20 175. 10 56 23 10 147. 10 56 61 10
22 sarray7 324. 10 120. 10 71 31 10 203. 10 71 21 10
23 suyFY 222.00 92.00 90 35 10 65. 10 90 56 10
24 yuwur Aoy 291. 10 72.00 81 41 10 164. 30 81 23 10
25 Younmy 232.90 72. 00 16 37 10 46. 10 16 31 10
26 s umx— k 216. 10 154. 10 25 17 10 83.10 66 19 10
21 Y INTxF IR 413.10 295. 10 81 21 10 203. 10 81 57 10
28 VTN Rm 310. 97 157. 90 66 21 14 140. 90 66 51 10
29 vFuv= 226. 03 93.00 76 57 8 77.10 76 69 4
30 YAIFY—1 294. 10 70. 10 71 35 10 73. 10 71 45 10
31 YAFUE— 210. 20 71. 00 86 45 10 140. 20 86 31 10
32 YA MENLTE 388. 20 301. 10 76 27 10 165. 10 76 43 10
33 YA MELTZ 388. 10 301. 10 76 27 10 165. 10 76 43 10
34 VITIAAT v 426. 20 287. 20 51 23 10 168.10 51 49 10
35 AL VLA 732. 50 142. 30 11 37 10 98. 10 111 81 10
36 At LD 746. 50 142. 30 111 47 10 98. 10 179 10
37 FATL—k 269. 95 86. 10 71 21 8 109. 00 71 41 8
38 F ALy 269. 20 151. 20 66 17 10 91. 10 76 55 10
39 FTsusY R 252. 94 125. 90 71 29 10 89. 90 71 51 8
10 FTRUEY— 202. 00 175. 00 91 35 10 131. 00 91 43 10
41 FT A YL 292. 00 211. 00 86 17 10 181. 00 86 31 10
12 FTFvay 229. 20 172. 40 61 21 10 116.10 61 35 10
43 FT7 7= VKR 353. 10 133. 10 76 23 10 297.10 76 15 10
14 FILRy Ty 381.00 141. 00 81 53 10 158. 00 81 23 10
45 R I AX TV L ERMEEL 2) 330,12 284. 10 116 19 14 137.90 116 27 12
46 KUFaF—n 318. 10 70. 00 71 33 10 125.10 71 41 10
4T KU T EA T (BEEEL 2) 298. 25 130. 20 96 35 6 116.10 96 33 10
8 PY T KBY 359. 10 156. 20 66 23 10 139. 00 66 43 10
49 F7ur=Y K 292. 10 171. 10 70 20 10 120.10 70 35 10
50 JLmy 493. 00 158. 10 86 27 10 141.10 86 69 10
DP : Declustering Potential, CE : Collision Energy, CXP : Collision Cell Exit Potential
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&2 MRM&EH (BE)

TEATV EMeA A
8 g TYH—F— Tug s Tag sk
Bk A R ) 4ﬁymh>me CE(V) CXP(V) 4%V@h)ww>cmw CYP(V)

51 EI/uA Rty 388. 10 163. 10 50 29 10 105. 10 50 55 10
52 ¥3Y ) x—h 439. 10 173.00 80 26 10 91.10 80 50 10
53 BUZHYR 319. 10 139. 10 96 40 10 179. 10 96 40 10
54 EUIH—T 239. 20 72.10 68 34 10 182.20 68 21 10
55 7z )X VANT 302. 20 88. 10 63 28 10 116. 20 63 16 10
56 7=z )T HNT 208. 10 95. 10 62 19 10 152. 10 62 11 10
57 7z Y LYY (E+7) 255. 10 91.10 85 45 10 132. 10 85 27 10
58 7zVT 3Ry 312. 10 92.10 56 37 10 236. 10 56 21 10
59 7zyERFyA—|h 422.19 135. 20 96 44 6 215. 00 9% 39 14
60 7=V AT 4T 7 A 301. 04 136. 00 66 29 10 167.90 6 13 12
61 747 xF UL 492. 10 331. 10 66 29 10 180. 10 66 63 10
62 7FARMEN 334. 10 157. 10 86 39 10 290. 10 86 23 10
63 7V7xzFty b 364. 00 152. 00 46 27 10 194. 00 6 17 10
64 TNT )y ARY 489. 10 158. 10 121 27 10 141.10 121 57 10
65 7)Y Ry 330. 10 310. 10 106 37 10 259.10 106 59 10
66 7 AFHFRy S 444. 10 100. 10 66 29 10 163. 10 66 65 10
67 ~FH7hny 459. 00 439.00  -130 18 -10 175.00  -125 44 -10
68 ~FVFT VIR 353. 10 228. 10 9% 21 10 168. 10 9% 33 10
69 Ry rmy 329. 10 125. 10 81 33 10 89. 10 81 87 10
0 Ry T7xFyT 431.10 105. 10 91 45 10 119. 10 91 27 10
N RUEALFINT 224.10 167. 10 68 12 10 109. 10 68 25 10
72 KAHY R 343. 00 307. 00 106 27 10 140.00 106 27 10
13 AERYRAFT Ay 222.10 165. 20 66 21 10 150. 30 66 41 10
M ARNFYTz) VR 369. 20 149. 10 123 10 91.10 71 65 10
% F)Yzany 215. 10 126. 10 66 23 10 148. 10 66 21 10
6 77 h7xv 478.96 343.90 46 23 14 222.90 46 47 10
M Y=any 249,92 183.00 61 23 8 160. 90 61 27 10
78 VT xXay 508. 90 175.00 60 46 10 325.00 <60 24 -10
DP : Declustering Potential. CE : Collision Energy., CXP : Collision Cell Exit Potential

2-5 BRERDERK ®3 EERUVHEEOEEZE
BRAHERER 2K/ AKX ) —L(1:1) TR L. R HE  HMTHEE  =SNEE

0.0005~0. 01 g/mL @ 5 JRAFRE L Hkhik iR (ppm) (%) (RSD%) (RSD%)

BIZ X0 = B LT, 0.01 70-120 < 25 < 30

2-6 ZEHMFHEDAE 0.02~0.10  70-120 < 15 < 20
EfEE 240310 1EQHHT3 B, £7/203E

Wi 3473 1 B 1[EQ 0HMT) 2 H S 5550 3. & =

AVIFEBREHIIZ IS & | 0. 01ppm 2 O 0. 05ppm (7 = 3-1 GEIRM

U LY 1% 0.02ppm J2 TR 0. 10ppm) D 2 JEE TH

NREMNGRER 24T > 7, TA BT A ATHE, BRI,

ERRA, B, OMTHE, BENKEO 65 HA %
A L7z, Zeds, B, JHMTREEE R OV RSRE 134
3 O ABEICIE ST D 2Rkl L7z,

5 VEM DEERINGREHZ DUV T 21TV B &
BETLIEC—ORFELHRELIZEZA T
ENATRFFANY TNV L L AL VRN A
TC, AT I AVRRTF TR — LR A L
TC, BHEfEICH L TREA Th o7,

32 BREBERUVE=ERRA
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REAICOWTHER Lz L 2 A, BRAFRERME

EEONRPoERINV T 2 Xn v 1 BETH 6. X Ak

ST, 1) JEAEZEE - Ak 22 4512 A 24 B RZ%E 1224
TEEPRFUIZ OV, FIIEE0. 01ppm, 7 = U A 1y BTSRRI BT 53R
Y %0, 02ppm) 22 B G HAVD B —2 D S/N b & EDOZEMEFM T A KT 4 > O—HEIZD

RBLIzEL A, BEMETHD S/N =10 &7z S WT GIR) ISR 2 REEICETS
o BKIE, NI AaF VA 1 BETH RBIED R MR A KT A

77, 2) WA, A, N il i o
3-3 EE -HBE FRPE 3R — A RBRE O 2 Y HEREmI >V T, AL
ASINPFE 0. 01ppm JZ X 0. 05ppm (7 = U 2> 0% BRI AR TR R, 41, 56-68 (2014)

0. 02ppm 2 TX 0. 10ppm) DFEMEFER LV 151
) TR Ty XY 8 R (T L k7R
FL V12 B DA D5 BN REA THo T,

4. FLO

2 COREIE B &0 72 U 7= B EW 5 O B3R5I
KADEEBY THDH, 51 76 FHr 8 HILL L
FARAE 2 7 LTz

EONATE I KROA L > DiE, RO A K
B LD REDN AR E w7 Lz, S REIRORR
ITRLEDEBY THDH, 5 EWIcIEm L CHIEE A
W7 S o= b DL 6 BITH - 7=,

x4 ZUMFHEER

RESIRY T A R TER D A R

(E3oF (WY alo) 68 46

Ty Y 67 -

oL ox 68 -
FLoY 64 39
DA 69 -

5. ¥ &

PR RS O LC-MS/MS —FiBRIEIC DV T
UM A2 T o 72 & 2 A, i AVEY & OV SRS
AT ILENTE L, A% VTROBOLZ %
ST eI, ERSOES & QAR 728 6 | AR
ORIEDOIEE  JLF A K> T TETH D,
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x5 ZUMFHEER

-3 &4 FH5NAEDY Ty Fhwvlox

T WA F KA

T UIRARXF L
TYFVA IR E Y
T =gk A

A IFHF TN =

A 7anNy LT
A ~HF VY

A IFrsarFY R
AVE )Ty
A X% T

TARFIF Y —
FxYPTra ARy
F X I
FXRHILRET
VY~

R ZaWNI%

Vol A=A
AR =
VA= ay =S
s T

rma~7x /)R
raxXray s
ral) xy v
/2= 0w I/ S w B4
Para=V4

v x— |
IV T2F IR
IR Aa
DA =RV A=y,
TV AaF S —)u

VAFYE—I
A MENLT
VIINF T =
A YR
AT L— b

A VN = %
F7rsma7Y K
FT XL — )L
FT A BNFH LA
T7Fyay

TF77x) TR

T INR o Xa
Mo axs v
cNUFaf—
a4

AN =2V
F7uar=U K
VVAYZA=2V4
|=i20/40 = 357Gl N = 3
(=77 Sl

XOOO0OO0OXOO0O0OXOODOXOOOOOOOLOOOODXOOOOOOOOOOOXOOOO
XOOOOXOXOO0O0OXOOOOXOXODOOOOLOOOOOXOOODLOOLOOLOOOOXOOOO

SRR R R S R e R N Ay il el R A PP
OO0O0O0O0OXOXOOO0OXOOOOXOOOOOOOOOOOOOXOOOOLOOOOOOOOXOOOO

O:#a. X : R#EE
CARNENLT DA RNENLTEERI A NEALTIORM
ZE )Y R A ) UARDRAE ) DO
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#=5 ZHMIMER (WE)
-3 &4 FHo5NAEDY FrY i Fhwvlox Froy NV
51 U 7%U R
52 BV I A—7

53
54
55

T /) XTANT
T )T HNVT
NS

56
57
58
59
60

Tz T IRV
Tz rrEoXxA— |
T2 AT 477 A
THET =)L
77 A MBI

61
62
63
64
65

N7 xF kv b
INT x )T Aa
7y Ky
TaRFFRy S
~FH T b0

66
67
68
69
70

ANFUFT VIR
Nrvrwa v
RS T2 F vy
R FTINT
RNAH YK

71
72
73
74
75

AHNYAFT ATy
AMXv T2/ TR
F) V=2

77 N7z
D= =

76

VT X1

X|IOOOOO0OOOOOOXOOOOOOOOOO

X|IOOOOOOOOOOOOOOOOOOOOOO

X|OOOOO0OOOOOXOOOOOOOOOOOO

X|IOOOOOOOOOOOOOOOLOXOOXOOOO

X|IOOOOO0OOOOOOOOOOOOLOOOO| >

O: @A, X : ~KiEs
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