No.33,2015

2015 4E £ LC/MS/MS 12 L A B EBRERE I >\ T

ERELE TEEPEESE R ILHEWE T EEEL T RMEE
b iR

=7

=

2015 AEFEICIRN TN E SN EEMIC OV T LC/MS/MS I & 2588 B3R 4 F20 L 7=.
FDOFRER, 48 FEFEW) 105 R 21 BZEY) 30 MR 6 IER 43 B3R S, MR 28.6
% TH-oTlz. BRI 2 BEEREREERMDNNCAHD &, 2015 FEEITRNED 286 %, R
GRPEDS 27.8 %, WIS 292 % Th-oT-. MR INTZREIET, KEEO 110 2B 2720137k
Mmote., mHEEZEZHBIICAD E, BRBEFAATHLIAIX I/ RKERIZaFT7 =00

RN E - 1.

T—U— KRR, EEY, LCMSMS, —FRbrik

[FL®IC

200655 k0 IR 47U & MMl
MHEAT S, 2 TOREICHRELUEN A
ENHZ Lot MEHEDEDL S~
OELNREE > TWDH, 'O &M,
PROTCDITER 2 72 BRI 72 STV 5.
ABEIZBNTH, BRMEZEREED—
BRE LT, BNICHET 2 EREDHOKRY
B2 FEH L TWD. YT T, 2010
FEREXVERL 17 45 1 H 24 BAHTRERE
0124001 5 TR EICFRRE T 2 B3, SPEHsN
Wk OB IER S Oy T D WE o
BRiLICOWT ) TE®DRBRIED TLC/MS
Wk D EmIRED —FRBRET (BEw) )
[ZHEHL L 7= LC/MS/MS (2 L 5 —F kit %
AW BREEZ{T> CTWA. FEEEIC T& M
S FE R 9 % R T B4 5 s BRTE D =Y
PEREM A A R 7 A4 > 2 2hewy, 22 KA
INZ CY 2R LY, SEEIIMAEER
% 44 BEERIZHESC LT,

2015 FFEOMREFMRZ E L OO THE
T 5.

MHERUVAZE
1 e
B ZEFNREFEIZBWT, 2015 F£EIC
INE 7o 48 BEEW 105 ik (ENFE 30
JEPEY) 63 FRiR, WRALPE 17 EFEY 18 IR,

- 88 -

A 18 FLPEW) 24 iR UM T &M ZETe)).

2 W®EAIEH

F LR LT 44 BIRKIZOWTHEE L 7=,
&1 B®RAEIEH

TV AR F )Lk FTr Y R
TYXUA Ry FTRARRHA

A 7Y HLT*® T hT7 7o) IR A%
AIX7arY R TTFoUm Lk

AUHE )T 7ok T77x/) YK
AKX ILT Y7 Rx*

TF T — ) B I h—T%

TRFVaAF VS —)kx Tz bEERFIA— |
FXHT ARy THE T Ik

F Y I L% TNT =Sy b
FURAUINZ: INT )T AT
N Za VW% WIRINVZ:
raFr=vrv ANEFT T A
rma~7=x /)Y R* Ry a ok
VASRE-BVAZ R B A F T T %
7R\ AH K N hFY
TV 773K RAHY K
INVT 2 F IR AHANRRFT X a ok
A= B A=YV AN®T T2V R
VAo — ) F) Y =ao ik
G INFT J=—anmy

A YR N7 xXuay

44523

*20154FFE & 0 BN



1) tEHES

FCHisE T3 (BR) SOOI IMGMIZE T3 (BF)
A .
2) PRI

PRI, FOBMEE T () WaE#HL
7.

T r=krVUJ, Ty, HFT Y
A, bz, ~FHVr, HAKEHET

MU A BRI

TEM=RNUN, RE =L, BT v
E=U LK K e~ 7T T H

UrmARFZ I UL, VERIIKEN
U A Rk

[EAH 7 Z 2 : GL Sciences (#£) % GL-Pak
GC/NH2 # 7 A2 ( 500mg/500mg) K O
AgilentTechnologies #1:#{ Mega Bond Elut C18
717 2 (1,000mg)

4 EE
Wik o~ K777 « 207 NEESHT

# (LC/MS/MS) 1% Waters #E#ilo> ACQUITY
Ultra Performance LC & ONFEI#EHLD TQD % {i# H
L7-.

5 HMERBAROAR

7ue—Fx¥— FEH1ITRLE.
ME— b L=kt 27 b= VU LT
ML, S Lck, RE, BRIZOWVWT
XFEOFEFE, BHE, THEIZOWTIE CI8 F
T LR, Bk L, GC/NH2 7 7 AT
#AFTV, LC/MS/MS TER, MHRZ{T-
7o, R FRMITEFE, BRICO >N TIE
0.001ppm, #JH, TIHIZT-DOWTIEL 0.002ppm
Thb.

WNEEERIZ OV T, 10mg/L IREHE
YR 2 SOuL WML, IRINEENERSE, RE
B2V TIE 0.025ppm, FEH, EXEICHOW
TIX 0.05ppm & 725 X 51T > 7. [EILER
O HEfEIX, 70 ~120% THD.

6 HNWEH
1) #7 2 : Waters f£5 ACQUITY UPLC
BEH C18 (N 2.lmm, & & 100mm, Kift

-89 -

No.33,2015

1.7um)
2) BT ARE 40°C
3) B A : Smmol/L WiiE7T v =7 AR
i3
BEIfE B : Smmol/L BEfRT o E =17 A A
X ) —)VIRIR
4) BEMEEE  0.3mL/%y
5) BEMWESEM K217
6) FEARE : SuL
7) A A ALE— K : ESI
8) MIEE - MRM

%]
R

PR
filit

MO —{b (BEER U TRERIN)

BOH, THOHR10.0g

B3, REHOLE20.0g

- STDU N 15753 [
A20mLIFE I 155 L E (%)

it

7% b=k Y A50mL, 20mL
RE T A Z355H

%51 Al

100mLiE%

N
D]

0.5mol/L Y > F#E itk 20mL
HiftF b U v Alog
fliHi20mL

L 1057

T7Er=1FY M%é%i‘%)\} (3%)
7 b=k U 2mLTEEH
HEKEET R Y o A

g [cspza ]

%

|

JiiE 1555

A

A40°CLLF T, 4 A A THE[E

TEh=hRU AR LT
(3:1) JRik2mL

i 2

1

GC/NH27 5 1

i A A

TEhr=hU AR LT
(3: 1) JRIE20mLTIAH

40°CLAT Tl

7% k> 10mL

40°CLLT Tl

7 b SmL

LEH T A TR

T b ROANFYY (1:1) JRi2mL

7 B GC/MS/MS

ZEH N A THEE

AH )= 2mL

LC/MS/MS

CGX) 13RJH, THHO TN

1 70—Fv—k

x2 BEEEH
el (90) AW (%) BiE (%)

0 90 10
2 50 50
9 20 80
10.5 2 98
134 2 98
13.5 90 10




No.33,2015

x3 REVMINERRHNKR

ENFE WA E [N
SHA RPEMA o REEGRRI RHIES . BEIERRE RHUES o IR R HAE R
RS T maem P Vo Tmeom PR Tpion T
wE XK 6 0 0 0 0 0 0 0 0
W2 2 2 5 0 0 0 0 0 0
Frov 0 0 0 0 0 0 1 0 0
& 2 1 1 0 0 0 0 0 0
XA T N— 0 0 0 0 0 0 1 0 0
TL—T T 0 0 0 0 0 0 2 2 2
P S BAE 1 1 1 0 0 0 0 0 0
g W L 1 1 1 0 0 0 0 0 0
5 HAZ L 3 3 7 1 1 1 0 0 0
> N 0 0 0 0 0 0 1 0 0
HEH 2 1 2 1 0 0 0 0 0
A 0 0 0 1 0 0 0 0 0
b 2 0 0 0 0 0 0 0 0
U e 3 1 2 1 0 0 0 0 0
LEy 0 0 0 0 0 0 1 0 0
T AT T A 3 0 0 0 0 0 1 0 0
ZEED 1 0 0 0 0 0 0 0 0
NERES 0 0 0 1 0 0 2 1 1
MLk 0 0 0 1 0 0 0 0 0
a4 1 0 0 2 0 0 0 0 0
xwHY 3 1 1 1 1 1 0 0 0
ZiFED 1 0 0 0 0 0 0 0 0
g 2 0 0 0 0 0 1 1 1
LpAEL 2 2 2 0 0 0 0 0 0
PN A (1)) 1 0 0 1 0 0 0 0 0
EnE 0 0 0 1 0 0 0 0 0
u =k 3 1 1 1 1 1 0 0 0
w e 1 1 1 1 0 0 0 0 0
ig () 3 2 4 0 0 0 0 0 0
AT A 1 0 0 1 0 0 0 0 0
Izl 0 0 0 0 0 0 1 0 0
nE 2 0 0 1 1 1 0 0 0
EEGA 2 0 0 1 1 1 0 0 0
T Lok 2 0 0 1 0 0 0 0 0
P—<y 3 0 0 0 0 0 1 1 3
Tuayal— 2 0 0 0 0 0 2 1 1
EI2NATED 2 0 0 0 0 0 0 0 0
RN AT A 3 0 0 0 0 0 0 0 0
R Z A E D 2 0 0 0 0 0 0 0 0
S=h=h 1 1 1 0 0 0 0 0 0
L& 0 0 0 1 0 0 0 0 0
WH 2 0 0 0 0 0 0 1 1 1
i ZIEED 0 0 0 0 0 0 2 0 0
T N ERES 0 0 0 0 0 0 1 0 0
& Ly 0 0 0 0 0 0 1 0 0
) E5bHZL 0 0 0 0 0 0 2 0 0
Tayal— 0 0 0 0 0 0 2 0 0
RN AT A 0 0 0 0 0 0 1 0 0
H 63 18 29 18 5 5 24 7 9
BRRUEBE 2N 63 Fafkth 16 £ T 254 % Tho7=. ML
1 REMAORERERA LMD 10 BRIEF 1T 100 % Th o,

2015 FE O RBED R EIER RN EZ R 3 o6 BIKICHOWTIE, BEiEmRE I,
(R L7z, 48 B pEM) 105 BIATh 21 EpEY 30 ST,
ARG, E~ 43 JRIER R S, M= 1) WNPEREYD
1%28.6 % Th o 7. BEEMXSRHIM MR, 30 EPEY) 63 MR 13 EFEW 18 Bi{k)
RSEN 26 BT 13 T 50.0 % (HBH B, FEN 29 RIS I, MHERIT 28.6
AR LIZOWTIE, 4 Bk 4 4F), B35 % Thol. BEMXSMNTHRD E, RE

-90 -



BT, WhbI, &, S bLAIIE, EEE
2L, BARZL, SE9H, VAT TEEN
RSN, BEHETIE, 2990, Lo
ANEL, b= b, 29, &b, I=F<Hh

THEENMRE SN, £72, 2 FE Lo
WA SN BEDT 9 ikH Y, &b
Z <RS- BEMIX, BAZL L T3MH,
FEEIRET 7 B o2, ROVT, W
HIT T2, ENRIEEITS BRI o7z,
WEARFE & PRl U, R H R R R0 I A~ 2 K
2D BB Tz,

2) WA PERPEY

17 F2PEW) 18 MK 5 JEPEW) 5 IR D,
HEN 5 PR S, BT 27.8 % T
bolz. BEMXGRITHDL L, RIEFHT
X, BARZL, BWEHETIE, 2950, b
< bk, A, FKIWTEE M RE I,
WEARFE & PRl U, B H R R R0 I A~ 2 K
2D BB Tz,

3) M ARLEY

18 SEPEY) 24 FRAKT 6 JEPEW) T IR D,
FEN 9 RIS &, MHEEIE 292 % T
bolz. BEMXGRITHDL E, REFHT
X, L —77 = EENBRE SN
7. BWRETIX, MNEbe, S0y, V
—<y, Juyval—mrLEERE SR
2. MLARTIE, WH I b EENRH
SNte. Fio, 2 FEEM EORERMRE S
FHEEML, Bl 3 BIECHH T,
WEARFE & PRl U, R H R IR R0 I A~ 2 K
(ZHEM A & 47z,

2 BEERHEHKR

FEp R HR L2 R 4 1IR3, B
FIDS 4 FEFEAC -~ 19 238, R A 7 FEAE
N4 BN SH, 4 BEOSD 11 &
HIEN 43 B/ SN, &ZBAITH D
AIX e YR, raFTr=00n 9 M
TR S, RbBREEREL, RWT
HEFOR AT Y R SHIKTHRE ST,
T FH B 23R TS U 2 & R0 U R I ) 1 AT L
HENDHZENZNZ LITXY, BEENRN
mllpoltEZLNS.

-01 -

No.33,2015

A Al = SR AR AR R
PR = 7

TR iA%

TYXUARrEY
DA ==YV
VA
RAHY K
A3 7ua7) R
raFr=vr
F7ruarU R
FT A RXH A
INT ) AR
ARFV T2 VR
V7 =X

it

Gl

19

A 24

Blo—— = =00l — & o

43

1) RNEEEY

BN HRILZ R 5 TR T. R R
X9 HEHY, RLEMHINTEET
saFT =V R ALY KT 6 ik
b aEnz., WWTTrYF AR bE Y
NS RIK, a4 Bk, 434
s 7Y RN 3K, V77X 2 B
w, >AaFy—n, FroursFI LK, 7
NT = )7 A LRSI ST
B &7z 20 iR D 5 5, FEHEMED 1/10 %
B2 TRESND DI Tz,

5 BEIRERKRE (BRAE)
i N S RHE LR
RS & Cmams Gpm  (ppm)
TYXRUAIrEY  EEA LwAZ<O 0001 30
r< k 0.037 3
AARALO 0.005 2
=10) 0.023 70
[ =®) 0.021 70
A% a7y R FHuAl WHLZO 0.002 0.5
LoA&E<@ 0013 3
B ) 0.001 3
suFr=Tr BmAl T 0.005 1
AR LO 0.003 1
AARALO 0.040 1
10) 0.019 15
=10 0.002 15
R=hk~kh 0.011 3
DAY mEAl AARRLO 0.007 5
AARZLO 0.002 5
HEH 0.031 5
WAZ 0.036 5
AaFS—n FEAl VWHZO 0.004 3
F7su7) R BBAl TEFER L 0.016 2
INT7 ) Aury  FhH hE 0.002 0.7
RABY R FEAl WHZO 0.017 15
XwoHl 0.016 5
S BHAIE 0.11 3
AARARLO 0.014 3
AARARLO 0.013 3
WAZ 0.004 2
NT=Xa HuAl WHLZO 0.057 1
WH IR 0.002 1

2) WINPERPEY
R DRI 2 % 6 1T T, MRS



X3 HEHY, RbZ <M IR
raFr=r, RAHY KT 2 BENS
M S, RWNT, ARFT 7=/ TR
N1 AN ESAZ., RS 4 B
woHh, EUEEO 1/10 2Bz THREiSh
HH Dot F£2, &R A b
X7 = /PRI, 2015 FEE LV EICK
THBIGEME 2o BETHD.

£6 RENRHRKE (BNE)
Bl = 7 BRITE LT

A W& Twmsms (pm)  (ppm)
suFr=yr Al Xwob 0.030 2
AAZ L 0.010 1
AAHY K HEAl b b 0.061 5
< EWN 0.003 40
AbhFv T2 VR Al RE 0.002 3

#0154 X v B

3) EAREEY

BB BRI E R 7 IR T. BRI
X4 FEHY, RbZ <M IR
AIXZ 77 RT6MRENLRE ST,
WWNT, TVFAbrby, 7adF7r=
Dr, FTARRHLAR | BN S
N, Bmishiz 7 Biko > 5, EUEHEO
/10 Z X THREHIND DR Tz,

®7 ERENRHKE @A)
W=7 IR LR

B SES >
RREA & Tmstms opm) (ppm)
TYEVA ey FHEA E—<r 0.033 3
A43I4 /a7y KR BmA B Tk 0.001 0.5
NESZES 0.006 1
7L—770—=v® 0.011 0.7
JL—771—v® 0.007 0.7
ERARS 0.005 0.4
Juyal—  0.004 5
suFr=v oA -~ 0.006 3
FTA X)L BihF E—< 0.013 1
s T2

3 AmEYREREREER

ANEN BRI BT, H A %2 4 Tk
7o LT-EPEMNT 48 BRPEMT 42 BIEWMTH
> 7. LC/IMSMS 3#rCix, ~hFVU v o7 R
DRI L A F A3l TRt S
LR HD. 0, [EIULEREN 70 ~ 120
WaENANTZEEKIZONTIEL, v~ U v A
DR R 2 72 D IR BHR R 2 /R L
THMEZIT-7=. WHRICL Y, BIERN
HWENICEEINTERELH 2. WA
ETRR o TR BN E o T BEEITIC AL

-92 -

No.33,2015

THolz.

FEH

2015 FEORFEMHIBRHNIRIUE, 48 2E
) 105 B 21 FEPEW) 30 FRiKD D, JE 43
RIS &, MR 28.6 % Tho7-.
WEARHE & bhi U, MR RS U723,
HE AN FEIRBUZ I D 22 DD FEPEM DY & -
7=.

BEM X RIR I ERIE, REREI RS
< 50.0 %, WWTEIHE 254 %, INLEMS
T100%  ThH-oT-.

H@Ep R X, ZBFTH DA
a7 ) REXNZaF 7= rORHR
MDE o T,

R L7 R3EC, EY¥EEO 110 2z 72
LD o Tz,

ANEN R IC BV T, B Z2 4 Tl
- UI-EEYTIR EBED ThH-T-.

5| A 3Rk

DR 17 4 1 A 24 BT RZZHE 0124001
B EAEGEE RIS AR S R
2) ik 22 4 12 H 24 BAHT RS 1224 5
1 5 JEAEGEEEERE RN LR S
N

3) EEF AL, TWEPR T, PEATRIAFAE, il
BT ORERIERAE I D AR AE T ILE
5 FMPEFEARIC SN T @ R AR B T AR
#2014 ; 32 : 101-104.





