)82

UFLC—LCMS—IT—TOFSFT
R 35 i 5 i B e il

No.LCMS-IT-TOF-012

R’ . ASCFERUFLCHRE BB i E], fEFALCMS—IT-TOFE F B k478 ja] Sa B BTl Xy W B 34 5 S it 17
SENEED T, BIFEHD FEEREEE T20MERAS, WBid ZRER N ENIHST 7 EWHIA, FohTH&
15> o] BE MR BIR T NS

L8R8 LCMS-IT-TOF WHEORK

WEEFH B EeRAERE (WK ) . REMNEB=RPAMLRBALMEI RN PLEHT, KR EEZAT
SMENFSIENAER. B . B, EHTRSRMEREN EFRERRE. WX, BkEX. WAF, EikKLE
REFBATZ, T30,

HATFIRE IR PO FERDRE T=RARNEAY, BExzs, BILBREEBTRACEADHITTR, M
FRK. LCMS-IT-TOFATHEFHM T B FENNENLR, JMUBHZSENSREBIERENS 0 IHFENGE
B, MSEIMS"Tf IR R BA T EMNERER L ERNRERL, EUoFE. 2. BAEFF, BAIX
XEEBNGE O, TREENMZUEWNREI, A TErL S, AmEEomdEs Fnisa
Ao FUESBARESR, WEHDTEMXYHFIFNERER. BSEFMEBTFHT 7RG, mMARNHAMED#HITH
R, WERMANZEEFERSE. Bit, EEHRERFTIPEZENCERDPETEER N

AR A RERBERE B, £ALCMS-IT-TOFWEE N EH#HTEMESMMT, £ERHP20MEZR
PN TR

B R&E%
1. FEF
BRERERESHE(UFLC)MNE FBF i a B BKEE{U(LCMS-IT-TOF), EFEEN: WRAKRE
LC-20AD x 2, LS AIDGU-20A3, Bahi##ERSSIL-20ACHT, #HEfCTO-20AC, 1EH|s8CBM-20A, BF
B %7 8] BB B RIS (X LCMS-IT-TOF, T{E#hLCMSsolution V3.50,
2. R S5Hm
RHl: 288, HPLCE; 4K, Milli-QEB4iKIUH&EE]; HFER, LCMSL; FrEIRFIFERTEAH0.45 u mIA T EER
Mah: WEE O REBAKHE10EETIE
3. IHEH
BiERH
BHEAE:. Shimadzu Shim-pack XR-0DS, 2.0mm I.D.x75mm L., 2.2 pm;
mantl: ATER0.1%BERINZKAR, BIES0.1%BRINZAEE;
MIE: 0.2 mL/min; R : 40°C;
M 1C,350nm; #HFEE. Sul;
BEERER. WTE




NO.LCMS-IT-TOF-012

=1 HE R
fisf 18] (min) 0 5 10 30 33 33.01
B% (v) 5 14 14 50 50 5
A% (v) 95 86 86 50 50 95

g p e

BTR: ESI, hBETFHE#; H#ESEE.: MS'm/z100-1000, MS’m/z50-1000, MS®m/z50-500; MS*m/z
50-500FARERE : 250°C; CDLARE: 250°C; FLSME: 1.5L/min; FHESME: 10LU/min; BFREE.
-35kV; teNRFBE: 1.70kV; FBERAESZ: BanBEAKBEER, IMRERERESE.

B ESR5i1i8
1. BIESWER

WEIETHBEAN B, FHPE. BMEEERFERARERACIRT IS SRS BE, EEIEET, PR
HBEODSN D BIE, ATRSRE, 2L EASRENRERIEBUFLC-XRIEASBILE, ¥oBE4%maE
435580, TR T 2/3ME, FRETHEBENSBEE,

AL (x1,000)

1350nm. 4nm (1.00) ﬁ
1.5 §
1.0 E§
] o4 )
_: - s 5§ s. & gz
ﬂ-ﬁ_ — ] Em ﬂ'E E . :
: i & Eg S§ 2
0.0- - e -
R e e L P B

B WEETSE350nm T AV i E
350nmig T, M 13FERD, ZRIIIGEEINRERZ —ESREFEFENEVERE 2 E3S0NMT
HERWFFLE DR FNTEE, FrASEFRAS 2T 1374,

2. RIEDIhER
RPN EE FH B TREN D B MR ERN D RFIA, e EP20fMERN Y, X20fHFX
HaonmEeEElE2, TEBRRES.

{»10,000,000)

aﬁu—;
2.5—2
2.'0-—;
o

0.5 .'Ir"k.

u‘u—- +
0.0 5.0 10.0 15.0 20.0 250 30.0

B2 WEEIHRRESIEE

http://shimadzu.com.cn

DERENBEAEHEIE: bR (010) 85252352 ki (021) 22013645 [~ M (020) 87108699 iLPH (024) 23414978



NO.LCMS-IT-TOF-012

=2 1NEF20ME 3k

{5 B i (] [M-H]-
D 4 4y 2R T2 2o
(min) HEZHMRE
CisH5:0i0; 375.1294 MS*: 213.0876; MS’: 169.0900;
1 T O TR 5.54
0.8ppm MS*: 151.0623
CieH:0s 353.0886
g g 5.86 e > MS?: 191.0576, MS*: 93.0384
27ppm
CsH0 447. 1496
3 | EPREMEFE| 635 M MS?: 315.1104, MS®: 135.0489
2.60ppm
CaoH30 461.1673
4* | EBRTE 6.89 TR = MS2: 315.1104, MS?: 135.0489
13ppm
C16H:1505 353.0887
5 4 JE 7.69 e — MS%: 1910577, MS®: 127.0416
28ppm
CieH1z0s 353.0887
6 b6 o [ B 8.17 e i MS?: 173.0477, MS*: 93.0376
AR A 9 Ca9H3605 623.2009 ; :
7 i 13.59 i MS?: 461.1688, MS®: 315.1080
AR A BEaoR CaoH15045 623.2009 ) ]
8 itk 15.91 = MS?: 461.1688, MS’: 315.1080
C 623.2009
o* | EMIEETF A 16.43 bl = MS?: 461.1688, MS®: 315.1080
o A IRE4- 0% B-D 514 Ca6H3201; 519.1900 | Mms% 357.1353, MS’: 151.0437
FiEE ' 3 100pia MS4: 136.0189
Oyl 05 515.1198
11 RIFER B 18.26 MS2: 353.0904, MS®: 191.0579
0.50ppm
CaslliO 515.1198
12| REEEmC 18.76 Ao - MS%: 353.0904, MS®: 191.0579
CasHyO12 515.1198 ;
13 FEREE A 21.82 : MS?%: 353.0904, MS’: 191.0579
S0ppm
565.1928a
o [FRIERIEANOR o | B0 MSZ: 357.1360, MS®: 151.0437
D -HAgEEE ' ' T '
- 0.19ppm
i3 — B CyH301 445. 0789 |MS*: 269.0467, MS’: 251.0374
' 2.98ppm MS*: 223.0415
579. 2087a MS®: 371.1499
16* EEE 25. 97 | CyHyuOy MS*: 356.1255
% & MS*: 135.0516
445. 0789 i ;
. EZHNHEEFE-T-0- 2678 oD MS?: 269.0467, MS’: 251.0374
MR R ' ik MS*: 223.0415
98ppm
8 WA T-O- M5 - CaHisOy 45. 0789 | h1g2. 427.0711, MS®: 269.0462
9.5 ' 980 MS*: 251.0357
CaHlsi 459, 0942 |MS*: 283.0627, MS®: 268.0397
19 WEEH 27.99
1. 96ppm MS*:239.0360
CisH O 269.0455
20* WA 31.32 S - MS?: 223.0401, MS®: 195.0473
ppm
*ZFRIT A N BB AR
a F{RIZBFAH[M+HCOO]
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NO.LCMS-IT-TOF-012

X20MER AL RIRE ] 0. FIREMLEY) . KRFRENEY). XLETE, TERENLSY.

1) BYRENLSY)

BHREUEVEERENMERIND, FEDANMHBETRENMEEFER, SLULEYRNEESH

KN SRR ERMNS

A RASMFERE S P EAST < T BT (2. 5. 6. 11, 12, 132404 ) —FhHERXE (15449 ) .

2. 5. 6L NN NREN 845 845.86min, 7.69min, 8.17min, ERBEFERT, (190 =48R0
[M-H]"EF (m/z=353.088) ,11, 12, 13SAS XK AIRER B4 5418.3min. 18.8minF21.8min, H&=&T

HEMN[M-H]-BF ( m/z=515.119 ) IXE[M-H-glc]-BF ( m/z=

ETRE, FEA—MEBTE TR

353.090 ) , AHIELTTHE, BIE 9 2INHERE

SEX L, BITLERESI-MS2NWR B THFE, JRIRAERMEEETRE L ZBAnNtE, —MRikk,

N LB AE3-F5-/F, #EFHE[ETE-H] BF (m/z=191.057 )

EIERF, ERRAEES-R, [MIHEE

~H]" (m/z=179.037 ) EEES5- g, MY THEILEI-NH, [EFE-H-H20]"BF (m/z=173.047 ) 2
ESI-MS2HIEIEESS T, ARILTTIENT, 2. 5. 6SESD I AHIEER . FEMAIESER .

Inten.(x10,000,000)
2 191.0594

25 R SRR MS 179.0375

- 3 135.0488  1g1.0275

¥ I 1 1 | 1 I | I I I I | I I I I | I I I I | I I | I I | I I I I | I I | I I I I
50.0 75.0 100.0 125.0 150.0 175.0 200.0 2250 250.0 2750 mfz
Inten. (x10,000,000)
| GRS MS? 191.0584

2.5

ﬂ.ﬂ : ! I I | I I I I | I I I I I.l1 3'5 Mﬁn | I I I 1?IEJ:'I359 I I | I I I I | I I I I | I I | I 1 I I
50.0 75.0 100.0 125.0 150.0 175.0 200.0 2250 250.0 2750 mk
Inten.(x10,000,000)

25 sk MS’ 173.0474

W R S | —— 1960471 1650386 | | oo
50.0 75.0 100.0 125.0 150.0 175.0 200.0 2250 250.0 2750 mfz

E3 2. 5. 65HTMS2fRiEE
RIBEZ A AR SR RENE R YT SE SRR ORI RE.
OH
ki OH
ﬂ-g N\ HOOC
HOOC OH " — - »
HO OH OH
OH

C16H1804 C7H420¢

Exact Mass: 354.0951

Exact Mass: 192.0634 Exact Mass: 128.0473

CeHs0;

CgHgO3 6
Exact Mass: 110.0368

B4 B FRE T RIRE T REmIuE R EE

11. 12, 13S24E5MNFRBE B4 5 H18.26min, 18.76min, 21.82min, EAf1NES B FFEMEIE E A4E

G, BEFFEE., 12SHPEMSHERIUM/z191.057 HEHIE, 3

> 7 3 R, o] AFERTINEERT R BV AL E 03—,

5-, BIREEREC, HERmANAES, MSHERIImM/z173.047, m/z179.038MFEEFR S, o LIHRESH4-IMHE R
RE, BIEFEREF EAERINEE, o DIERTS 50 FE R BT FERTEA,
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NO.LCMS-IT-TOF-012

5 ul_nlﬂﬂ.{zlﬂﬂﬂl}.ﬂﬂ-ﬂj
173.0477
1.0 179.0388
r 191 Tﬁsa
u'.u I | 1 I 1 1 | I I 1 I | 1 1 I I | 1'35:1{}'4.3'EI 1 1 I 1 | 1'w | 1 I 1 I | 1 I 1 I 1T 1 I 1 I | 1 1 1 I | I
100 110 120 130 140 150 160 170 180 190 miz
Inten. (x10,000,000)
20 FEIFMCMS’ 191.0576
1_{,_3 1?9.{3332
n-'u -' ! | H X ) ! | g x L I | I iy » L | 1'35'1{]:46'8 | Y I L ! | X J I 1E1I naa'lq J I 1I?E':“p4T'5 J | ! ! : '1 'gI: l!'-lﬁ'gg : | Y
100 110 120 130 140 150 160 170 180 190 miz
) ﬂl_nt&n.ixm 000,000)
3 173.0474
1.0 FFFNR AMS 179.0370
r 191 .?5?4
0.0 N 1350478 155.0401 S O S SR A . .
100.0 125.0 150.0 175.0 200.0 miz
B5 11, 12, 135485 MS2RiEE
O O O
o”?':jo'th o”‘EﬁOH H%ﬁOH
C7H;,04

CysH2401

Exact Mass: 516.1268

OH HO
Ca5H4017

Exact Mass: 516.1268

C16H1809
Exact Mass: 354.0951

Bl6 BRI T REFRCOREMIERAER

Exact Mass: 192.0634

2 O
HO, A o 0.0
HO g, HO 5 OH — HﬁdoH
HO 0
/4
OH HO
C,H,,0
W L i Pact Mt 1740528

B7 BRI THERERA. BUERuERBRET

R,O. _COOH
RO" ™ "OR
OR,

2 Bréx R R1=Caffeoyl R2=R3=R4=H
4 Lk IR R R3=Caffeoyl R1=R2=R4=H
5 ISEIEN R2=Caffeoyl R1=R2=R4=H
11 FEkRER C R2= R3=Caffeoyl R1=R4=H
12 FERR B R1= R3=Caffeoyl R3=R4=H
13 xR A R1=R2=Caffeoyl R2=R4=H

El8 mnkEiiE TR S PRvEast
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DERENBEAEHEIE: bR (010) 85252352 ki (021) 22013645 [~ M (020) 87108699 iLPH (024) 23414978




NO.LCMS-IT-TOF-012

1SS IRER B A5.5408, ERAEFRINT, JWEE[M-H] B+ (m/z=375.1294 ) £ EMNZREHE
1, P4 T[M-H-glc]” ( m/z213.0876 ) . [M=H-glc—C0O2]~ ( m/z169.0903 ) . [M=H-glc—-C0O2-H20]"
(M/z151.0798 ) ARIBIXLAFE, GESEER, IHENEH8-FTEETE, HolsEMNEBITREIINT.

COCH COOH
HO \ HO § HO N - 5
o » o >
H3C HO H.C O H3C N\ 9]
O« *  HO HO H3C
HO
O
C1oHo0 CoH,404 CoH;,0
Exact Mass: 376.1158 - v W RIOR ol B Exact Mass: 152.0837

El9 BRI T8-RE B0 MBS

2) KREEMLED

KRZRE N SVERFETEDALETIN—MBFERS D e, BEEEL. ILRNIER. X NEHRF
M =Fhib KR, BIEFH10. 14, 17S4HS

ke®10, 14SE—EoFEE, E{INRERE 2 H1418.26min, 20.18min, BENEAEEFERA
E, 105 =EMEM-H]"BF (m/z=519.1900 ) ,14S =4 NIZ[M+HCOO]"BF ( m/z=565.1928 ) , Efi1#E
MS*EHERBEH[M-H-GIc] BF ( m/z=357.135) , MS*F1BEIMIM/z=151.043098FF BF, HBENINEIEEE
ko RIECRUR AR, NN AREER-4- OFp - D -HEEEMRLIER-4"- 0BIB-D -85E
. 175 EYEE 53R & B EAEBH -

EAR=MEEMREMN L TE, 11SEITTERETER

R4
OCHj,
Hor 4 R, R,
FAREF-4"- O &I B- D -F & P EF OH OGlc
FIMRE4"-0 Bl B-D & BT OGlc OH
Y OGlc OCH;

E10 RERELEVHEHR

Ye I ths

o}

OCHs OH
D) -
s —» (OCH; UCH&
OCH;4
CpoHz0 CoH 1,0,
Caot200 Exact Mass: 358.1416 Exact Mass: 152.0837

Exact Mass: 520.1733
E11 BRI TRIER-4'- OZ B - D -HERET UL RBER

3) FLEEFHENLEY

KIBEHEUEMRE XS (RE. FEE ) BICKZEMN (RE. AR ) BRRERE, B¥MUB—HEH%
RBABZMNAEHEREEATRNRAET, T 2HFETERP. EERTFEWRETR, ZERXALESVRERE. @
%K. TREFIEH, THUGRAESRAES
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NO.LCMS-IT-TOF-012

FRAGNEFEMPHRENESHEZETRMLEY, RMERSPS, 4, 7, 8, 9, ENINEREEE S A4
24.49min, 26.78min, 27.28min, 27.99min, 31.32min. E1#EBE*XRNFER BFm/z461.1688, m/z315.1080,
m/z135.0489, HHAE(TEHREEMNEZ, RERKERE, RIEFERNEER BMEBEARE, #WIALSTNISH 7
AEBPEHEMEMEEA. 3SHtLEBEHEN 14D, BNURE > —IMFE-CH3, 75. 8SHHTESEBETE
AEE, R BEFthEXEE, BN, ©1MAEBIEEANES FA94E, tTse2 e R 2= E B AL
EFER, BRAEHRIERH TR,

Rz

e

0 O
(9]
R0 OH OH
OH
R;

5y 4 R,
2R EERET E H H
HERNEE E H CH3
R A Caffeoyl CH3
E12 KZEEHENSYNEE
0
Hollﬁo T o
HO Y "OH OH HO OH Ol OH
OH OH
CaoH29012° C14H150g" CgH;05
_ 141908 B
Exact Mass: 461.1664 Exact Mass: 315.1085 Exact Mass: 135.0452

E13 BRI MERIRHEYRERISUERERE

4) WEREHETFENLEY

HRLETRSEREMBSTNEEND, REZMHEER, HPah: mEAER. HRAERS, &K
teNAERE PN H AMREEHETRAEY), BIERP15, 17-2054H7,

15, 17, 18S4H4 3R HIRER B4 B1424.49min. 26.78minfA27.28min, 3¥7/~=4& T HHBEHMNIM-H]-EF
(m/z=445.0789 ) , R BFHFRMEEELRHERE, HAENREEERNGTZ, BFAFNEEFEET, 15.
17 SIEMS? IR A1m/2269.0467, 18SIEMS*FIEIE Am/z427.0711, HIARKENNEBRAE, RIBCEE T
BINE, #EUEMNSIESHE. ZRXESR-7T-0-FEEERYT. 5% -7-0-858ERE.

195Hn SN LN HEE, FEM-176]-BF, FHEEXLX—0 FEEERER, BdS5CMERE ke
tb, EWNZIE N ESF. Wit STRERILE, 20SES hEE R,
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NO.LCMS-IT-TOF-012

ID M54 R, R, R; R4
15 HAE OH Glucuronide H H
ZHNEEFER-T-0-
17 H Glucuronide OH H
M FPEE R E
B R-6-O-H &b
18 OGlucuronide H H H
EERR
19 DT H Glucuronide OCH3 H
20 AR OH H H H

E14 FZBEEHRUSMNEHER
OH O

N

( 53
HO
OHO g
H4g0 C15H1u05 157 '8 -4
Exact?dzgssi:ﬂ 44%.0349 Exact Mass: 270.0528 Exact Mass: 252.0423

15 METHER TESHIRNRLRERE
H ik

EHLCMS-IT-TOFRAFEN DRI EH A TEEN T, EEFRERPONZIRFLRTENEY. KLBFT
KUEY. RERXRMLEDMEVERR A EYUARL20MEEY, P FRNIUNERIRE/ N F6ppm, AR
MR EE T TENGEWER, EEFEANTUNERNER EESERTEMEYIE, MRS T EERERH
Mo RS UERd, LCMS-IT-TOFENWNEEINRXEXE XL EVNEEEEREE NN IR,
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