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LCMS-QTOF-07/3

HE: MERAFATHYIIFERSNESR, KBS Z4REEIES MR T8 8 Ri%E B IELEm A A
FNERE, WHR. a@HEAPEEERD HITHR. XEBHIEER MS-DIAL REHTIEREFXFE,
XA Metaboanalyst TR ITZE 04T, LEIBELLIT | Labsolutions Insight Explore £ ZE &M K D . ERKH,
SIE " HRIBEIE (Polarity-Extended Liquid Chromatography- PELC) B AN F — & &R 18 € & (One-
Dimensional Liquid Chromatography -1D-LC) F/ATIRSHAKSNONEEER, BEEMS 2T (PCA)
EXRR=RN_FFF 9 (OPLS-DA) KUABFHNHLHAEEEEER,; LFIBERS . Labsolutions Insight
Explore REFUNHEFEH 43 MESMHAEY), BIERRKE., BNBRESXAEEMR.

FHE . SETAREEIE HRYA SENA EEEAHASE ST

BARFR:
< PELC HAMBXNF 1D-LC FATRBHIIKR SN OMEBEE,
< MSDIAL. MetaboAnalyst. Insight Explore ZHAEAEER, RRHEEEFMRED

%13 Angelicae sinensis (Oliv.) Diels /3 “3&}=2 1" "EF" F, HAREKBHAAZHBNER

H%

[§

7", BRyED. FLLERE. BEREEZINK, FSUGH, ERRZEFRESHIRTZINEE . Flt,
FESERBE. BIEMEFRIEEL. TEELSY. MRAR Y FAmEERS T HEITHME.
RRIRREMGTEN . ZHE . BB REMELZENSD, REAMREBLURIGKRTBIIBEEET N,

HEMMNBRMERSRENBE SR, HANBEET KX%“%%%%:?&?W‘E@%'illflff&ﬂ%"ﬁﬂil

2, BPARLDE “+HART 2R, BERUER BB MAZNESE, SHIR.
PmEWR. BRiRE QAN FER ™~ XA HR IR AP R EE R D #HIT R DT, Mﬁ'ﬁl@EHKH
%, i, E=m. JM. WL #BHE. PR Y TG RERE, YR HIRIR 5
FHHNHAFEHEZRENK, FEIRA =T I REREEGIRE T RIZMKRE.

W LIEED

IREYES
BT ARIBEIES LCMS-9050 BXF, BEAFEREN:
W & ZT : LC-30ADx4 2 4 % # 28 : CBM-20A
B #HESE - SIL-30AC £ % i 5 ¥l : DGU-20A

H B % : CTO-20AC ( RE FCV-32AHx2)  KITESEEEMN : LCMS-9050
B T{EUL : LabSolutions Ver. 5.118; LabSolutions Insight Ver. 4.0
1.2 P&
WIRe G
B W . F—4: SeQuart ZIC-HILIC (2.1 x150 mm, 3 pym)
% 4. Phenomenex Kinetex C8 (2.1 x 150 mm, 2.6 ym)
wom M F—#%: A-SmMMBZRKR; BHE-JE
F T4 AE-0.05% BFER +2mmol/L I ERIRIAKR; B - B
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oMW E - B 03mL/min; FTH: 0.3 mlL/min;
=3 & 35°C #HOE KRR 3L
R BF X BERR, NEERIE1-%F3

x1 —HRESENIERERF (IRREIAE B N 95%)

B (min) EI5T IEGHS B
3.00 R B.Conc 95
15.00 R B.Conc 70
18.00 R B.Conc 50
21.00 Rr B.Conc 50
21.10 R B.Conc 95
39.50 bl Stop

*2 “HRENNERR (KRR B AN 20%)

BY18 (min) B A IBES =l
19.00 R B.Conc3 22
31.00 £ B.Conc3 100
36.00 R B.Conc3 100
36.10 R B.Conc3 20
39.50 e Stop

£3 @YIRER (% CTO.RVL=1, CTO.RVR=1)

B8] (min) BT A IBEES B
2.45 Rt ] CTO.RVL 0
2.45 e ] CTO.RVR 0
22.50 HIRFE CTO.RVL 1
22.50 e ] CTO.RVR 1
39.50 e Stop
RIS
B F & : ESI MABRIEE :© 400°C
E SR E : 3.0L/min DL & E : 250C
mHESEHRZE - 10.0L/min # O & E : 300C
FBRSAE : 10.0L/min

7 O # X : MSScan(m/z50-1200) (S4&8FE: 0.15s)
DDA MS/MS (m/z 50 -1200) (5 ™M&RMAEH, S48 0.15)
1.3 HERGIERRE
EARMAELN 100mg, BERE, EF 1I5mLEOEF, A T70% BPESmL, HEL®R, 85 30 9%,
12000 r/min & E L 3 min, i 0.22 um JEE, AENE.
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1.4 iR IR
=D FRIEEE —> FIRTIR —» ¥ m/z & MS” iEZE
[

v v
TR MeEsET
=R GlbeN
v FMNE

! T ]

395 (PCA/OPLS-DA) S
| v v
= 2ISEIE T RIEE IR EE LD
2 FISERT - l ~
(MSDIAL) =2 amE
ERDFiHE
(MetaboAnalyst) ERDTERE

B ER5iE
2.1 MM ERNBERIT

(MSDIAL/Insight Explore)

B—# HILIC 37AF RPLC BATEZEI EBIHEI B SN HRARIAR, RPN EMTEINRIFNS B,
QCHEMTICEEERNE 1, B2, MPELCEAT HILICFI RPLC XFfoB@IL, &8id HILIC REBIRMERL
2, HILIC REERBEMBRIRMER D NHEB EE —H RPLCHITHE , Mgt 7 SLay [& MT A9 H iR T E R jalRR,
QCH#MM TIC B EENE 3, ERZENEMHERENMEY, XA 1D-LC &5 PELC 7AW E B FFAEIE
Ik 4, BERRP, BRTFT 1D-LC Fi&, FAEUN PELC FAURSHARS NI TBEEE,

(x10,000,000)
1:TIC(+)
BTIC(-)

1.5+

1.0+

0.0 25 50

0.0-

T T B B B B By B B By BB
7.5 10.0 125 15.0 17.5 20.0 225 min

T HILIC 5D QC HmeaikE
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(x10,000,000)
A:TIC(+)
1.25 5 TIC(-)

1.00 -
0.75-

0.50

0.25 j
0.00
e B R R ; TR e
0.0 5.0 10.0 15.0 20.0 250 min

2 RPLC 5D QC HmeaikE

(x10,000,000)
ATICH)
20-5:TIC(-)

15

1.0+

0.5-

004 ———
0.0 50 100 15.0 200 25.0 30.0 35.0 min

3 PELC AL QC HmeiEE

F4 XM 1D-LC B35 PELC FiAK N E A FRHIELE 25

AR B AR B REEEL FHEIEEL
1D-LC (HILIC) 1619
1D-LC (RPLC) ESI(+) 1529

PELC 2164
1D-LC (HILIC) 3965
1D-LC (RPLC) ESI(-) 2222

PELC 4275

2.2 ER N EMTEIE

DITEEIEE MSDIAL AR TIBIREFIN /G , $BIEIFFFERS A MetaboAnalyst SF & , & EFRKELIE,
HIESRRANENSESE, BTHRUTEDT.
2.2.1 £ S 9T (PCA)

AEAF#MY AR EZEER QCH PCA BHERE 4, 8MERERR—THEAR, HEALELTF 5% BEEKX
8; FESFENXT, PC1 ERBERN 50.30%, PC2 BRMEN 19.40%; FHBEFERXT, PC1 WEMER
38.30%, PC2 MR N 32.70%; REHAZ BEXRNHPEN S BHEE, RKPEHRYIASZHUEVERESE,;
FARB R PTHAREE—E, RPNESIRPRENBPRRZ , WIRE i YT HELIENREERIT.
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Scores Plot Scores Plot
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a) [Ef=3{ b) A&
B4 PCABLE (A: HNHIE, B: zExE, QC: &E)

2.2.2 EX{mem/N_3EH 524 (OPLS-DA)

REFFHZYIBY OPLS-DA DT RUE 5 Fin, WA FEAFMIINUT 95% BEEXEA, 2 AEARRE
TESE, TEEXE, X2MRRY, RPEHRNIARAESZHHARERENERM. I, REWELERRD
6, R2Y 1 Q2 2 A ARAABBRENBBERMANEE D, elNEMEET 1 RPRENUSERLT, TE
E#s, EBFRIT R2Y=0.982, Q2=0.956, &X' R2Y=0.981, Q2=-0.955, FBERERETE., W&
BT ERRL , MM RITELAIARRETE 100 REENITELF AN ERGE, LEIERCKRE (B 7) .
HERRP, ERAMARAT PES/NT 0.01, REREIUS.

Scores Plot Scores Plot
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T score [1] (51.5 %)

a) IEAR={

E 5 OPLS-DABLE (A: HFHIA,

T score [1] (46.3 %)

b) AR

B: =@H3)
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nas2 0.981

0.956 0.955
o ®
[=] o
o | 9
° 0515 =
0.453
R2X - R2X
24 R2Y S - R2Y
Q2 Q2
PR 0146 a 0167
00155  0.0252 0.0157 0.0227
(=  —— (=3 e — |
[=] (-]
p1 01 p1 o1
a) IEHER b) A&z
6 1REIGIIEE
S -
89 9
] S
oy Q2:0978
z 2:0.976 c
g 9 p<Q 0.01 (0/100) % 9 bR.% (9490,
g £ R2Y]0.996
i R2Y:j0.991 1
B g4 p <0.0} (0/100) s p <00} (0/100)
Perm R2Y
e e
n - 0w -
o o d
) T T T 1 r T T T 1
10 05 00 05 10 10 05 00 05 10
Permutations Permutations
a) IEt&R b) fatEz
7 OPLS-DA 100 X BE#iEI0E R
223 ERHEMNLUE

MAtREMERRBUEALBRRAZBIEERSER, RUMERGE, WE. ABFEATRNEINFAE
EERDRTERSN, XAXUE#TIUMKES (E8), HRIPRNZEYIEEBFHNABFENTH
fhikthZE R RIATEMRD 259 1458 F1 1843 4, HPEBFEMA S LI (B—HEYW  HRHFA2EXT
ZEHA) 8234, TR (B—HE&W: HRHEASEBNATamEA) 6351, ABFEMERS £ 1001 1.
T8 842 1,

9
£

ogauip-valuc)

I

Togr16p valus}

T
log2(FC)

a) [Ef=3{ b) A&
8 XIELER
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224 ERFEMND P EEMDNIFIRER

BB RTERTMETRA U DINEEENSE, WEERD HTIEE. REZ A2 OPLS-DA £R
B VIP & ( RANISEHER S WABERESEAFEARDRANPHEINEE ), JLUNSHEHER~H3N0=
BIrYANEREMYR, #—SHENBIEERTERITKNIUELER (P-value 5§ Fold change) #17, &
RITEIEIRER: SEERS EARABERENESRF 2 ELL LD 0.5 LT B P-value /NF 0.05, BD Fold change < 0.5
# Fold change > 2; P-value /NF 0.05; VIP>1, RREAERBX FFESE 1351 MERWE, RERXTHIESE
1716 MERMIR,
23 ERMUEMERE

B3I MSDIAL 8, MUCEMHITERE . FISERE—FER Insight Explore IS FRTN . ELE

IEEZER (ChemSpider/PubChem) #l1 Assign I &

BNBRESRAEMEME, RS NBLERENENEES

(E9) #iN, HEEH 3 MHERENEY), BREEXREE.

ERE.

~ Assign - 2MSMS(+)[191.1065] CE:18.0-52.0 RT:[29.149-29.340] - (Z)-Ligustilide
@)-Liqustilide 2:MSMS(+)[191.1065] CE:18.0-52.0 RT429.149-29 340] Tiﬂilgspm 79463
77.03854 { -:37:;99"1 (11505438
9105390 care
5063 231ppm
cers 31707015
- s wcssf;pm ;o-s :;S;S ':311:?:“ C11H13 “ ?’2;;3 a5 :';j”i
2003 ;;5?;:7 7905436 12906986 ;i;‘;ﬁ:‘z 17309733 191.1075
0060 d——= e e ‘L ; “. — ; l r 3
# Name Formula Mass 6-0 3-O 10-0 12-0 = 15-0 i
_ v mfz Intensity | Formulae (M) Charge |Pred. m/z A
1 C12H1402 190.09938 ] hd hd hd hd hd
2 Butylphthalide C12H1402 190.09938 M 16 |115.05438 7628 | CIH7-+ +|115.05423
3 Phenylethyl methacrylate  |C12H1402 190.09938 M 17 |116.06279 1046 | C9H8- +116.06205
4 3-Hydroxy-3-phenylcyclo... |C12H1402 190.09938 4 18 [117.07015 4554 | COHIY +[117.06988
5 Isotyl C12H1202 190.09938 & 19 [117.07015 4554 | COHO. + | 117.06988
[ 20  |129.06986 2161 |C10H9 + [129.06988
M 129.06986 2161 | C10H9-- + [129.06988
M 22 130.07765 1428 | C10H10- + 1130.07770 4
9 FA MS-DIAL EEE=REMEMR
£S5 HOoERMUEMEEERE
HEMEIR DFR mess SO m/z =it m/z
1 12.15 Z IR EE B R CysH,,04;, [M-HT 515.1181 515.1195 -2.72
2 13.21 3-O- [ ZEEZE iR Ci7H5004 [M-HT 367.1030 367.1035 -1.36
3 22.87 Ji1=kE C;HsNO [M+H] 104.1070 104.1070 0.00
4 25.64 P ZRER CiH1004 [M-HT 193.0493 193.0498 -2.59
5 25.84 IS AEE A Ci:H160, [M+H]" 193.1224 193.1223 0.52
6 27.98 E- T WHEZREL CiH1,0, [M+H] 189.0910 189.0910 0.00
7 29.15 7- AN Ci;H140; [M+H] 191.1065 191.1067 -1.05
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KASIE ZAREEIES R ST ERIEEBIIERRRNESE, WHFR . =EH3PrEER D #1T
b# . 2 MSDIAL B #TIEBIREAIN SR, @813 MetaboAnalyst SE & B THIETALIE. Rt ZELITBIER
EMR D, 75 MSDIAL BUEZELEXS . Labsolutions Insight Explore BTN XL EE 43 MESELEY, &
BARE. BNBREFRAEEMRE.

SENAT

52eWER (PE) FRAE -2 PO

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





