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EAKYRE ST A ZHOT R iR

TEZ5 A Bl T3 2 1 R TR HE T L P AR b K VA 2 0 e 3 3 B R T BB RE 3 T
REEHIER . o FIBTIE TAR I RFRSS 2 g 4 Wy RE G, T A 00 B 5 0 5 5 R 25 W vk I
IR TP Z . HARKE, FUMSFEAROBRER . — N FOMT T EBHE%
R PEMEERAEFER R 20 LML HT B80T, T OE 3% 40 47 5 €538 4y
BT A pa 2 W B S B R A9 B T B OR B9 KB . T RCST IR AR . S SR B R A
P R G 58 B A 1Y 7 P e {5l 2 4 R BE B W R K T RE . HE A B 4T LUK, B B G4
HEARRW R #, LC-MS", GC-MS", LC-TOF-MS % ¥ # A 78 24 5 2 BF 55 0 15 ) T
RBEZHINIH . WAMRMERERIK (EO) HAREHWRRBY WA, MBH (MO
BARERELGYNHRBETELRIET FAE RO RS . BEtEKR (NMR) # AR 0 4
B T FCHRH NG O B Iy A A AR T R T A R A P9 25 U A BT B T O ok IR LR A
—Ir4.

—. R G- AR (LC-MS) £ N 25k 1% 4y B vh

H W

WA A% -B % B A H AR (liquid chromatography-mass spectrometry, LC-MS), & 20
e 70 AL RBER MR EIEIBHER SRS/ FRES, ERARE (L0 WE
SEEHMBEE (MS WEASE. BERET AN EIEEAR, =EA LA 1
R R R BBEM R, WU RIS E RSB R, 5500, 4% M5 45 S I 280 1
B, LCMS K@ B, 1Rt EoR, RA®EATREEE, W T AR R AL BE T AR
LC-MS i G4 XF 2 20 43[R Bf AGr 00, 35 A T S % S5 /I A 00 85 60— 9% A 1) e ) 28 2 1 e e e
TR, Fit, 25925830 1250 58 o 7 X R 25 & AR 9 [ B 4047 70 5% 2 B, LC-MS
BRANEE. R, BEE LCMSEOEARNERE, LC-MS REFRB, YAREHNED
ARG IE BB B F1b (electrospray ionizaton, ESI) kS L2225 Fik (atmospheric
pressure chemical ionizaton, APCD, ffi§ LC-MS $ AR & Jy 25 9 1% 3 11 25 30 2% #F 5% 2 946
2R G AR A F1 8 Hr TR ~60

1. LC-MS ZE KRBT R 3 hFE R b ey & B

LC-ESI-MS £ R7EMG KRBT 2580 1 s b A BT 2N . 6 RATZ 32 R e i
AR, KB RFBERTFIRTR, DRMARGMERD, 78— 8K 50558t
&, BB 2 BIR ARG . T LS #E - 1 PRRT 2510 3h ) 22 58 18 B8 1L A

B8 ARNBNRESFSENHTERE 1



HRETF I A —-MEARFEANEY RS . BT ERORERBEIRKES, RAY
M BAR BT i, BAFES VT iR Y 8min, H KKK 0. 5pug/mL, H R 8B f
LTREMLU ARSI ER, A LCMS B EHANMRBESATHEAES, BEL
T BR AT 3% 0. 05pg/mL, ZKMEFEE K 0.05~20. 0pg/mL, Il 3% & AUH 50pL, i FHZHER
Ja» BB SHTETRI4E 4R 4min, WA 1-1.

400000+ 535 60(1.00) 40000 | 535.00(3.05)

300000 30000 F

200000 - 20000 F

S T L
O A w

0 ’
0.0 2.5 0.0 25

(A) (B)

B 1-1 KRR EER-TERN LC-MS |
(A + K R e v ) B 2% 7 - T 9005 1) B g s PR (20pg/miL) 5
(B R b ) B - 1T 905 A S R s R PR (0. 05pg/mL)

2. LC-MS # | Bl KRB R 3 HEFHA R PN B

I 3990 R 25 30 71 2 iR A A RAESAR A LA 2 B T AT, X407 7 o 1) 3R i B S
AR ER,

B 40 ££ R 5 Je V- A 1 245 vk BE W A2 A R SR A HPLC-UV 071, (B 2 1 %0 4h 55 0% ik
Bt g 230nm,  FE A0 MG S 04 B A R I 1) AR MEHERS . 8 A ] HPLC-ED 3 #4530l
SEL, BARR MR K 0. 3ng/mL, HFMBE R ™E, 84 FE G576 E K 3% 30min, Jing J
% HPLC-ESI-MS ¥:W & T e fE 32 X # 40 5 1 iR 5mg. 10mg Fl 20mg £k 8 D) JE #0°F K J5
oM 25 9 BEOFHEAT T IR 25 sh 128 5x o), W ik R VE Bl 0 0. 2~20ng/mL, &4
FE & 43 B B (8] 8min, JLIE 1-2,

3. LC-MS =R St R R R A

GYEERANN S BB R . 6. RIEEA U R KRR YERNONEG. 2
PHREYNE, a8k, BFE. K\ERWALS R T ARSI A B 7ES T 44 ik
RN, MELLEN — R ESEAARENSE; MATHEBBRES. MRS SRS
HKG &8 IR SR AREXSERROSREE, FEESMRBYHERESE —
FEBIMERE , ICET AT DA% B A LC-MS BE47 43470000,

EELERAZ BB AR BRI ST E S, RUEKREKEHLTH
AR BJE, BE A BR Hh R R I B R 25 A U AR AR, HRAT L (m/2) 4h Bk 457,
501.1, 439 1 441 (WA 1-3), HH m/2=439 IEAF=YHHEA NEE C, 441 I FAFR L
7Y, 457 R AER C AR, 501 N NEE B WL S, EiEMREE
BIE 1-4,

EH—NABF, EERA LCMS EX KRS T HBERBRE E T o R 8247 75
R RIEIMEW B K Ky 254nm B, B =S5 HBE R LK GRS (LE 1-5), LC-
ESI/MS H#iH & M =AW m/= 481K 727, 647, 551, P =440 AT BB 40 ) % H 2

2 BYMRWDHBHARER



50000 L
30000 [ 5.842 25000
40000 " 5.875
25000 [ i
m/z611.4 mlz611.4 20000 m/z611.4
20000 [ 30000
15000 [ 20000 15000 +
10000
10000 w
560, L P 10000
1 1 1
0.0 5.0 0.0 5.0 0.0 5.0
5.600
20000 [
30000 40000 [
L 15000 [
mlz384 30000 m/z384
20000 I
20000 [ 10000 [
10000 10000 [ 5000 w U/L\.
0.0 50 0.0 5.0 0.0 5.0
(A) (B) (©)

B 1-2 A 3% H 5 2 b S 2 i LC-MS &
(A) ZmEAMIK; (B FEANMEHMADL R FRMAFIESEBTE;: (O @EZRE
1R 5 JE - J5 3R A & AR, (5] H Jing J, et al. Biomed. Chromatogr, 2007, 21: 836~840)

KRN HEREERSE Y. RREAYIHERREEHBER- R _4ESY (LE 1-6).
R PG K 8 LA B B- 2 WE RS BR B K U5, m/= h 727 F 647 BTN 4, 551 B I T B A,
H—BHIN m/z=T2T HRBY IV HERREEHEER- MR S SY, m/z 9 647 LHE
YRR R RS

4. ERREBMS PR A

FRRGYIRRIF R AT A ERGYHARTFROBEZ —, R, B, 24
IV TR 114 B 2K 245 0 4k 1 4 D v 2 EL s B T 006 R 25 3 2 BF S RO M . Wilbert R F LC-
ESI-MS % & & 4+ 7 K B 1 7 F £ Bk NR58-3.14.3 (1357.7Da), & M E K 0.2 ~
200. Opg/mL, HHRERE r»=0.9996, FLk¥HMNKHEE RSD/NTF 12%, WRMEIRER+11%,

SR LGN HFRB A ERO,

5. LC-APCI-MS #E 5 #7 5 4R 1 4L & 0 In 25 3% B b i 52
BEASYHTEMMRETEAREE, A ESIARE 4R BN ETRE., XFAHR
TATLAE R A APCI #: O3 s FAL BB, #&ATiAk APCI 2 ESI AW % %. APCI %

E—8 AABMREINITENHAREE 3



Inten.(X10,000)

r 486.00
50 | 423.05
L GB—_|
40 [
30 f
[ Ml
y
L 367.05
05 514.15
1.0 F 205,05
P 231,00 282.95 32490 36585 401.00 461.00 496.15 | 53645 58135
0.0
200 250 300 350 400 450 500 550 mlz
Inten.(X100000)
sof smt//M4
M3
A \\\umo
40
3.0[
20[ 545.15
sol 230.85 514.20 589.20
210185 413.00 473.05 599.8\
i 268.65294.95 32890 357.05 At | 4390 572.00
0.0 PR I | A aael oa il I Y " INEETTI P PR TP TR I M [ Sy 4 1
200 250 300 350 400 450 500 550 mlz
Inten.(x100000)
100 514.p0
0.75 |
0.50 | M2 475.10
43910
0.25
203.05 452.95 558.94
246,00 303.00 410.85
0.00 ( il bk b b, 36095 Y .LlL'
200 250 300 350 400 450 500 550 mlz

B 1-3  KBUERBKS T8R4 PIBE B /5 B M i g0 5 8 4 15

RPFEMRBEHE T, BTLHT A5 T8 — /N TF 1000Da, i fl et 3 872 31 1
EERENTFET, MMOEHEHBETF. LCAPCIMS 8 ] T3k S35 5% 18 2 % Bk o 51 ik
TN 2SR B R R R B M2, i 36 T 0 I 395 00 AL A R A o o o i
RG50S A SR L ) R R A A R B L R
LR 5o i JFBGHM IR L-654, 066 % A9, Bakhtiar 2 gk 9 5 T A b AkAG . 19
WRHR BRI T . BT, 2R RB R P2y rovk )
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(o}

M3=457

+18

+16+18
FFERERAL CTENH AL

HRARAEB M=423.1

Me? Q=2 -0
! 3 D=
0] 2 4 :'1/:/7//12 > o
Y, 1072 11
6 4 OH
H OH ¢ =
H CMe),
CT4L MRS AY

M4=501.1

B 14 KRS TREARBEEZEREWNEH

Tl ORBOR M EI%-BIBRIE (LC-MS/MS) £ ARTEWS K25 2 LW
i iz

LC-MS/MS tfxf LC-MS i & » % A B RS M5, o 38860 W4 R R
HTHHET, TLXASHEFRMQN. EREFABRRMS, XEAAELTRBSE
B, WARGGHRT HPLC. LC-MS %R MO TH0 M. B, &85 %0 12 m A
FTEYEAZEYIHT . LT 5 512 61 300 20 25 9 s ARt i & o i B2 AR

1. LC-MS/MS £ 7£ Il 25 iR B ) & b 49 52

EBEFETRBORFEEY E MR P, R FE RS 5254 B (AL
CA) B 5 MR WA — S Jo B 0l 7 35 82 58, LC-MS f B AR A W BR 3% R /2 0. 2pg/mL, i B il
WAFXMMERE TR, BJFRA LC-MS/MS vk T 1 i 32 v B I 52 19 2 8U% 715 8

F—F AABMREDNHENFARERE 5



mV
150?

100}

A

3 A\
/1
)
N
PN

10 20 30 20 min
(B)
Bl 1-5 SD KR # k4 FH 5K ER 2me/ke J5 IE AL & U & B 8 280048 €6 3 &
(A ZEHMEM; (B) KA 25 ER 30min AETRES, 1~3 B 0 HERBRM LK, 4 S hH 25K

Inten(100000) Inten(x100000)
225} 272
1 50} (<)

2.00 =1
1.75} a0k
1.50}
1.25F 3.0
1.00F 496.40 551.00

I 2.0t
0.75} 518.20
0.501, | 43920 " 471.30 —
0.25 '6 95 749.35 :
ey 1471.30 800.20 432.35 542.20 691.80 849.00
Lol 83530 o lusafido g 4y 1 1 569.80619.59 | | ™} 74515 78510 "~

400 450 500 550 600 650 700 750 800 m/z 400 450 500 550 600 650 700 750 800 m/z
(A) (B)
Inten( X 100000)

1.50 &P

1.25
1.00

0.75f

0.50
45320 51835

0.25 471.30 595.10

730,70

569.80 770,55 840.50
4138905 [493.50 643.25  720.70 76 00070 5
0.00

400 450 500 550 600 650 700 750 800 m/z
©

B 1-6 K 1-5 4 1~3 SRk ESI (+) FEREH A
(A) 1 SHEHMER, m/z=727 AHERR-HHHEBER-MRESY; (B) 2 SlEMER, m/2=647.25 %
HERR-MEBERREAY; (O 3BMAMER, n/z=551 FHERB-RRLES
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PEM . AR e BBR AT 20ng/mL, 55— BEAH LN ERE T 10 £, WEH %A BT
MEBEDT . HRILE 1-7 fiE 1-1.

KCounts MCounts )
100 E127.0>110.0[-10.0V] 5 £127.0>110.0[210.0V]
4E
75E ) £ 3
5 AlcA 350 £ 3E o
S0 < 2F
25F oF
MCounts E MCounts
20E 172.0>128.0[ —13.0V] 3.756 20E172.0>128.0[~13.0V] 3.762
1.5E
15 1S 5 IS
g 1LOE K=
1.0 g g
05F S 05E Q
\n 3 Lg}
0.0 Eer———r——i 0.0 B
1 2 ” 3 4 i 1 2 g 3 4 s

B 1-7 A3 AICA ¥REE# &/ LC-MS/MS K&
(A) B f&ERFR (20ng/mL) B AICA MIRFR (IS) AEME-FEE; (B) H#E®R (2000ng/mL) AICA
WAR (IS) M EI%-FigE; AICA: m/z 127—>110; WAR: m/z 172128

R1-1 AMEHAICAUEHEKREMEZEERRBE (=5

A v JE H AR 5 H [\ 4§ 5 B2

/(ng/mL) Mean-+ SD/ (ng/mL) RSD/ % Mean= SD/(ng/mL) RSD/ %
50 48.4+2.8 5. T 49.64+1.2 2.46
200 195.6+11.6 5.9 = 191.6+10. 8 5..65
1000 972.8432 33 972.4+432. 8 3.3

#: 5| H Chen X J, et al. J] Chromatogr B, 2007, 855. 140~144,

2. LC-MS/MS ZER gt £ E PRI R A

A LC-MS/MS BRI AR, A{UAT LB R 2%, B, #EWAY 4> B ali AL A3 RE i i
TAE, T HRED B % UEETHIRAEEZYNREY . Hik, EHRITYABHERE. #E
i LR R R 540 R R 25 B/ R RIVE B R, B &5 H-1R i5-
W/ =22 E M E, LC-MS/MS &R TR MM H.

Lee 5538 1 % & —F BT 00 SR 2508 B W e B0 A9, A HAE B T %05 B 19 AT 470080,
HAENEMBYE (MW=212) MIER F¥aEiE, RiEEPAH THERBHEFLSTF
BT [M+H]T (m/2=213), BEBHMAEEF [(M+29]TH [M+41]1+, KRS BERHE
FEF. IMTHI"EFHFEFISEREENFHEESL 81 (SO NH+H) MEENFE
¥ [M+H-HSO:NH: " m/z=132, RG/H5%E# 81 fErp M E R, % m/z=132 F
B, WERBERER, 23K B m/2=229, 259, 299, 215 1 255 B F, 763X
BETFHTFE L, RES>TFEMAMBFESIAREDEH. B 1-8 h LB NREY,
Rt A, BRESFHEZRAMANFEFEMEREN, R C. DRESFEFHE
MFEFHRMHERTH L.,

FH MS/MS A S EZYH —HEARAMY . EREFNEBTRESYNLEE
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