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ES
ANARERETEA LC/MS BHARITHARLHE RRREGSR YN FENER
Fik. GAERARECRESHBERBEE (RRLC) HBEMUVIENETEEHM
FEEMSH, BURFREERTERMERLE, FNEMFERMEKE, H#
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El
MEAREEKENRS, BHEERS
— ML EE, B RIERARRITH
—XGRER. BTRRFRENAKER
HRAT, MEEFROREMNS RS
MEN, —LhARRARRERTIER
FERM—ERGHFURSRTAR.
EMKAERZLERNTEANTES
MRREREAMRE. Bit, SRR
RiE, TR, REWENTTEETHLR
PR3 (REE MR P BRY AT,

ZREERESIBEEREEE (RRLC)
R 2 pm EREAR, TERHIEE
RS, ABRAMPESTHZH
EERSEITHM. BoRERETIRD
GRS (UV) REEEHEHT
EWRNBRAS. FRuvRNEN, B
MR B BT E A R R A E SR
SUEERA—HRE. BRMEBRK
W7zE.

FHRRAF, BETREETIRNEE

(DAD) HyZR#E RRLC #1E MR R
iERGHATAMPARERERTE
FAMHI .

iz )

W

« Agilent 1200 3 RRLC %, E& =T
R (REEAREE) . BSH. B3
HitEse. HRM. ZRERSIRTIE,

- Agilent 6130 MARBTE(X, EHESIH
Fil,

RRLC ik

- #igH. Agilent ZORBAX RRHD
Eclipse Plus C18 # ((2.1 x50 mm,
1.8um) (345 959757-902)

- BN
A: K+ 0.2%FE
B: ZH

. BEEM: 0-0.8min, 5%B;
0.3-4 min, 5% - 65% fB

« WiE: 0.4 mL/min

- HEE: 2)L

- Hi8: 30°C

« KKAC: 254 nm

« {Z1ERHE: 5 min

- [FiE1THE: 3 min

it Wb

- i E

- EMERE: 3000V

- F1&S: 8L/min

° gﬂ:%% 35 pSi

- FESIEE: 350°C

- BELEEVRA

e mIEH

- g, Z8E (&4, Dikmapure)

- B (Big4, Dikma RHEAE)

o 4k (Mill-Q R EF R 4%K)

- tHRER (BEYR) | BRERE
Wk, SR, MHEE . HERTE
HIRR. HEATAHAR. BELFERE,
ARG RIWE NICPB (BR%
FREMHIRISTER) .

« AMMEFNEER, DYX BEZ. BSY B
FB%. GJLRARZ. YSTRAEZ. PERE
R oM BERE ., FTAXLHEmRY
ATEF R,

RS REE

—EEMZENNE. AHHE. S8E
B, FRER. MHE. BRNEEE
MA—EENFE, BFRH, BBE
50 mL FEM, MPEER, BHlAME
&, BEERAPERE 106, BEHlA
KIMEMTIER (4 20 pg/mL) . ZL
R —5 B PR 20 15, EHIAR
ERMIER (B1.0pg/mL) . K14
EERBIRE,

WRE (pg/mL) uv MS
HERAR AR 525 525
SEEE 184 092
THnRdE 21.2 1.06
HESTRNNA 51.0  1.02
BT A 19.2 0.96
[ 202 1.01
EEE 51.0 1.02
1.

UV 1 MS NP 5IE R TIERRE

Hablg

B (FHR) : BEEFIENASR (&
BERE% EHEE) ERRR. R
HAf1/5, INEE 50% KIFEEEKAR,
HEERE 1509, BREAN10mLBFEM
d, B 50% MRBKRRER. S
1T HPLC &, R —T R RERE
20 fEH#T MS i,



REAEY: 1THRE, RALAKRM
Bmb & ERTRRE.

RER: KERHRE, HEAHK. B
STAIMRERERMMAREBE 10mL
REM, RALEAERITHRAE.

G 3258

AR A SRR I E 7 AR E RO BB M A A
@ (FAAMKEENEY) FHTIRE
Kk, RALRAEHTUE, T
8 SIM EX M E G TR IR E W E,
ET#TTEAZE (AN NRERN
ANEA) .

EREWIE

HPLC 747

BRETFHUENERRGFENEZET
REFERHNERFRES. XtHER
BEARRMEBIGKYE, FUAXBHE
ERFTEESE. WE 1R, B
AM—LYRHNRBEMIBRETEA
HENER. BMOBEREE S 29K
. SHEYMRMELERL, HER
AWER. RRFRABMBRERH
AR BIEEEZRHEEHTRIAL—
ERE, SLZRTUEYMNHIEE8E
B SHH.

Norm.
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45  min

& 1.

HHEREERE RRLC 2iEHE:

1. BBREREE

2. SIS

3. YIEEEA

4. BRERS WAL
5. SRER T EER

6. ENEL
1. EEE

s

500000

400000

300000

200000

100000

.

msD|

500000

400000

300000

200000

100000

LN

1100 (TT)

45  min

B 2.

tHhirERE SIM &itE




XA 2.1 mm AEEEH 0.4 mL/min
IR, AT AT TRIE 247,
FREXEHNSARENRILES. B
EREXBNERENRE D RERR
4, gamAEHRENHEN=ER
ERm, BIEREE 150 KNG, Bt
TR TR,

Bao

« % DYX. YST. BSY #1 GJL BAEZ#0
BERE P2 TR

- 7 QM RBERE AR E T RER
HEA (NPEmERAR) .

& 6 fNE 9 ek ERA, A%ERTE
BESpFRESTIRNE B &Y.
DAD £5pitik vl A Bir i SN FER
#ERER. Elk, RRLC-UV ATA{ER
R EYREREN IR, %M, MF
ARBAEFHER, RAE—NSE
FEARBEBAERSTENE. X&E
Zl#) DAD AEHFARENEMEET
Em, SHAEERAREIHERE
SFLR S HTH—THIA,

/ 10000 MSD1 153, EIC=152.2:153.2 (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-07 13-46-14\080407000007.D) ES-API, SIM, Frag: 100 (TT) \
7500
5000 1
2500
] i i i i 1 45 min
MSD1 315, EIC=314.8:315.8 (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-07 13-46-14\080407000007.D) ES-API, SIM, Frag: 100 (TT)
= )
5000
0 .
. . . . 4 45 min
10000. MSD1 614, EIC=613.9:614.9 (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-07 13-46-14\080407000007.D) ES-API, SIM, Frag: 100 (TT)
7500 2
5000
2500
0 ; - ;
05 i 15 i 5 4 45 min
MSD1 195, EIC=194.9:195.9 (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-07 13-46-14\080407000007.D) ES-API, SIM, Frag: 100 (TT)
40000
20000 3
0 T T T T T
05 i 15 2 25 3 35 4 45 min
MSD1 233, EIC=232.9:233.9 (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-07 13-46-14\080407000007.D) ES-API, SIM, Frag: 100 (TT)
40000
zouuoi 4
o
0" i i i i 45
MSD1 363, EIC=362.1:363.1 (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-07 13-46-14\080407000007.D) ES-API, SIM, Frag: 100 (TT)
400000 7
200000
0 T T r T v T T T g -
o 05 1 15 2 25 3 35 4 45 min_J
B 3.

tihinERE EIC BiEE
1. BB A BRI

2. SR

3. kR

4. HhERSSEAIA

5. thERTafnhEA

6. ENEL

1. EEE

t&wm FRmE  SAEE  uHE  SENS A6 BE BEEF

[FE] 151.21 297.74 194.19 231.2 279.87 318.32 361.39
[M+H]* 152.5 315.1/614.2 196.2 233.2 280.2 3193 362.4
®2.
tHtRERBE RN ES FETE (NSE)
o s
R
7 100
DAD1 B, Sig=254,4 Ref=360,100 (TCM\DEF_LC 2008-04-09 13-19-31\080409
m £
o
100 40
2
80 |
24 26 28 3 32min
60
40
20
0
05 1 15 2 25 3 35 4 45 min
- /
B4

DYX RAEH) RRLC-UV BEESRAREREIEE (A1) BELE




% DYX BEBE (0.6 mg/g, BE4) .
BSY BAEZ (0.37 mg/g, B 7). GJLE
FEZ (0.74 mg/g, B 10), YST RAEZE
(0.94 mg/g, B 13). F&BER (1 mg/g,

& 16) RIgkimE TuEE, AE8ET
SHALWHE.

QM B AR B 5 RS i 21 B 2R BR P A B A A
BERESLRAMMA 1086 mg, =
mil% AR ASHEE 10 mg.

&g
ERRPBENBAREER—MATRT
PHBREMRRRTERYHENL
EREERSTERMENTIR,

e N
DAD1, 2.688 (554 mAU, - ) of 080409000002.D
DAD1, 2.680 (150 mAU, - ) of 080409000008.D
Norm.
500
400
300
200
100
0
" 200 225 250 275 300 325 350 375  nm
Ao /)
5.
WEEE R RS DYX AR chujuE E i b B
/ MS
200000 -
175000
150000 \
125000 i 19\080409000004.D) ES-API, SIM, Frag: 100 (TT)
100000
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50000
25000
100000 "
22 24 26 28 3 32 min
80000 -
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20000 LEAVLAAAAAAAJ\AA/\AV‘Af\J\hH‘AkJ’f
N I SV—
05 1 15 2 25 3 35 4 45 min
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6.
DYX REEXSREHRERSTR (ELA) simBEXRNFIN RRLC-MS BIEEMELE
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E7.

BSY BIEXSRAWERBR (HLA) 8 RRLC-UV BiLERLLE:

N

Norm
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DAD1, 2.683 (392 mAU, - ) of 080409000003.D
DAD1, 2.680 (150 mAU, - ) of 080409000008.D
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& 9.

BSY BRIEXSREHFERBRE (ELA) SIMEXENFEE RRLC-MS BIEE L
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& 10.

GIL BEXSREHERBE (ELA) B RRLC-UV BIEEAELE



DAD1, 2.687 (769 mAU, - ) of 080409000004.0
DAD1, 2.680 (150 mAU, - ) of 080409000008.D

Norm
700
600
500
400
300
200
100

200 225 250 275 300 325 350 375 nm
. J

1.
ek ERERS GJIL FAEZ chunEEE i a b8

200000

IR \

9\080409000006.D) ES-AP, SIM, Frag: 100 (TT)
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12.
GILBEZXSRAWERBR (ELA) SIMEXENBEN RRLC-MS BiEERLLE
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000005.D
mAU '

175
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\_ 22 23 24 25 26 27 28 20 3 simn /

125
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0 Y

05 1 15 2 25 3 35 4 45 min

.

& 13.
YST BIERSREHERBRK (L) B RRLC-UV BIEEAELE

DADT1, 2.684 (1057 mAU, - ) of 080409000005.D
DAD1, 2.680 (150 mAU, - ) of 080409000008.D
Norm. 4

1000
800;
snué
4005

200-

200 225 250 275 300 325 350 375 nm

14.
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200000
175000
150000 souo
125000{ "
100000
75000{
50000]-
25000

A S | S

MSD1 TIC, MS File (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-09 11-27-19\080409000007.D) ES-API, SIM, Frag: 100 (TT)
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250000
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B 15.

YST BEX 5RAFERER (ELA) sim BEXRNEZTE RRLC-MS EiEEALLE

mAU
500

400

300

200

100

DAD1 B, Sig=254.4 Ref=360,100 (TCM\DEF_LC 2008-04-09 13-19-31\080409000006.D)
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& 16.

RIEFSREHERER (GLA) 1 RRLC-UV BIEELER

Norm
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500
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200
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DAD1, 2.684 (777 mAU, -

DAD1, 2.680 (150 mAU, -

of 080409000006.D
of 080409000008.D
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MSD1 TIC, MS File (C:\CHEM32\1\DATA\TCM\DEF_LC 2008-04-09 11-27-19\080409000008.D) ES-API, SIM, Frag: 100 (TT)
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18.
BiER SREHAERER (ELfA) sIMEXENHFEN RRLC-MS EiEERLEK

-

mAU DAD1 B, Sig=254,4 Ref=360,100 (TCM\DEF_LC 2008-04-09 13-19-31\080409000007.D)

3 ‘ N

2.5 3 L

min

19.
oM BERRSREHERBR (5LA) 8 RRLC-UV BIEEMELE

4.237 of 080409000007.D
4.227 of 080409000008.D

o

“DADT1, 4.031 (816 mAU, - ) Ref:
*DAD1, 4137 ZIUmAU.V{Ref
Norm.
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e N
500000 Ll
400000 \
MSD1 Tj Frag: 100 (TT)
300000
500000 20000
100000
400000
0
\ 38 4 42 44 46 48 min /
300000
200000
100000
0
0.5 1 15 2 25 3 35 4 45  min
- )
21.

ov BERESREARERER (ELH) SIM EXRNSZIM RRLC-MS B E LS

BRE/ERE (%) DRFARBE SEEE  OE DRIANE DIKREGHS BE 0 #EE

BSY
bE1:ES 60.9 712 96.5 96.3 106.3 90.4 79.9
FeRg 755 78.8 96.5 90.0 99.6 90.4 88.1
1.

AAEANIGRERE (FRFTER)

www.agilent.com/chem/tecm
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