Rz FA 4R o Agilent

[ AN . .
Bk 5 Al : Trusted Answers

N A SR F I A AN R G/ B AR EY
S 5 MIEREFLE

= e

Chen Yang, Weidong Dai,

Junfeng Tan 1 Zhi Lin AN ABERETETF UHPLC-Q-TOF/MS BIARBAEIEF DT A /AT T BAR IR
FRER R B BT STFT 1ER MU S ER M XREHER &M, A UHPLC-Q-TOF/MS 737 Z MRV ENY),
FREHUMN AREETRHE S YAIREAI LYY, 53 1915 b &Y. BETXEAEYMNERD
Meiling Lu D (PCA) B EENmR/NZRER DM (PLSDA) XRE, =M FESRREBRFESR
ifg*ﬁ (FE) BIRAS BRI B, BT S RAERESHITICR, ST HEE 99 MR, &

EEMRRAMBXMEDTAN, EEZERNAHYTE 41 MENKSEREX; H
h, RER. XL, REERRN AMP 58X IEEX, MaEk-3-82. BEE)L
RE. REFR B3 MR Al S SHANERZEERX, SREEA, APAFEAZ—
AL IR PEHEUSYIB TR, XERIEREYEEENBERCY AR
XAAR@EIER, U ANBRIOFEERIENIAR.



=

AY

1[[12

FZS (Camellia sinensis L.) 2 EESZ
M2—, FEFTFHREGREENIEMAR
B, JEFER, BREHRIEANERERR
EEAY, EmEET EEDERER.
FE@ENEREETEANEEE. &
S NHEAELNE. EBEXMYER
OB BMNEFEEYRAT T EEMH
x, NE—F TRAZRE, BLEA
NBBAREEMN, NYARENB—F
KARBAFEH ERARTE@REFRFHN
EELMAD, STEARANFIENE
SAEYRES AR (SR, HHRA
RER) ZEIHX R

SRISERSY

A2

B RMmmink, gE10MaE
REF (SN). 8 FHEHFT (WP) #1171 TG /E
(SM)o R X =55 042 FR B BU B9 5 25U /F T
F (BEZENTIE) MIAB%R. i
B&fE, BEMEMHER (A 100 B
TR IE) , HF 4°C TMREFE. REED
M@ 1 g, MIANE] 100 mL #AKR,
£ 100 °C TiRiE 5 D EERLTERIE
RIS, BTARHNRBERFN. T
BIEER. HRAERB AR M XK F
MENNTTE, ZRNZEHFTRRIFA

R,

RS

Rty (8MFm 019 E10mLE8
F7K (100 °C) HIR4E 5 08, FRENARMH
%0 HEX 2 mL AR, #A/ELL 10000 x g
B EB L 10 2% A8 022 pm &

R EBER, FAE#1T UHPLC-Q-TOF/MS
DT FEERNESMARMER (50 yL)
BE, BIEREIEE (QC) . XE/R
EERBTFHEREAFR O TIEIET &
MS5REN. B AERFMEREE,

B I RRE RS

l

IDA=ES

l

HREER#R (EF 100 BTHK)

l

% 0.10 g ZMRIFTE 10 mL FKHIRIE 5 S8

l

AIEES 20 %

l

HBEANIE 10 D5

l

L 10000 rpm BY%EIERR4E 10 2359

l

68 0.22 pm JEREE

l

UHPLC-Q-TOF/MS Z3#fr

1. RO RAI BT



EREmHEFRR

XA UHPLC 5 Q-TOF FRRIBYAVEXFE R45%
HITHIERE, KR 1 FiRA HPLC 2EA
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8 TOF REFM B MS/MS #IE, LUk
FRELEYIREEE MS/MS #3E.
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MamERIEE, £/ Agilent MassHunter
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HPLC REBSHEY Agilent 1290 Infinity || RABEIEY,; HRITINEER BohiiEss; R
N7 Agilent ZORBAX Eclipse Plus C18, 150 x 3.0 mm, 1.8 pm
2 40°C
. A) 0.1% BRERIKER
/m.lifJ*ﬁ B) $E§
TR 0.4 mL/min
HEE 3.0pL
RS R ERARER%Ss
0-4 %h B 10% FE 15%
4-7 D%h B E 15% FAZ 25%
7-9 5% B 25% FZE 32%
9-16 2%h B H 32% FZE 40%
B SER 2% 16-22 3%h B 1 40% FZE 55%
22-28 93¢0 B EI55% FE 95%
28-30 3¢ B/ 95%
30-31 9% B 95% F&ZE 10%
31-3593¢ BN 10%
ESI-Q-TOF MS %14
BB A& WIS B IR E E FIRM Agilent 6540/6545 B2 S PiR5Hi RS Q-TOF LC/MS
i EBEFEN
FR]BE 300°C
TSR 8 L/min
ZUSEN 35 psi
HRRE 300 °C
BSTR 11 L/min
EMEBE 3500 V
MS H3SEE m/z 100-1100
MS/MS 13#ESEE m/z 50-1100
shhEF m/z 121.0509/922.0098
HiEE TOF 3. Bzh MS/MS FEEE MS/MS
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® 3. EEFINREGREREGEE. BHAE. REREM MS2 B~
RT ¥EhRE RERE

RS LETENLEY (min) (m/z) mé&w (ppm) MS2 B E
1 IR4EERT* 10.53 195.0875 M+H -1 138, 110, 69
2 BT 1.49 104.107 M+H -4.8 60, 58

3 BIATHR* 6.46 181.0718 M+H -1.1 138, 110, 83

4 EHEHR 1.58 118.0861 M+H -1.7 72, 55
5 HImBAELAR 1.75 258.1084 M+H -6.6 184, 104, 60
6 R 2.07 175.1076 M+H -0.6 158, 130, 84, 56
7 KA (Phe)* 5.06 166.0855 M+H -4.8 120, 103, 91, 77
8 SR (le)* 3.27 132.1017 M+H -15 114, 86, 72, 56
9 SER (Leu)* 3.03 132.1017 M+H -15 86, 69, 56
10 | FHSER (Pro)* 1.66 116.0708 M+H 1.7 70, 43
11 BEE (Typ)” 7.79 205.097 M+H -1 188, 159, 146, 118
12 | #isEg (Val)* 1.97 118.0862 M+H -0.9 72, 63, 58, 55
13 | BEEER (Tyn)* 2.74 182.0809 M+H -1.7 136, 119, 91, 77
14 | REH:RZ (Asn)* 1.52 133.0606 M+H -15 74
15 | AEEAZ (Gln)* 1.54 147.076 M+H -2.7 130, 84, 56
16 | RLSB (Asp)” 1.55 134.045 M+H 1.5 88, 74, 43
17 | y-2ETER (GABA)* 1.52 104.0707 M+H 1 86, 69
18 | JLEZE (O 8.86 291.0865 M+H 0.7 139, 123, 95
19 | RILFE (EO)* 11.32 291.0864 M+H 0.3 207, 139, 123, 55
20 | EBFJILEE(GC) 5.24 307.0815 M+H 0.7 223, 195, 163, 139
21 REBEFILHER (EGC)* 8.65 307.0813 M+H 0 289, 153, 139
22 | RILFEREEFEEE (ECG)* 13.27 443.0971 M+H -0.5 273, 153, 139, 123
23 | BETILRFRERFEEE (CO)* 11.63 459.0923 M+H 0.2 289, 181, 153, 139
24 | REBT)IFRFREEFEEE (EGCG)” 10.43 459.0923 M+H 0.2 441, 289, 153, 139
25 | REGBFIIERWEE FEAES 13.45 611.103 M+H -0.2 441, 289, 153
26 | REBTIIFRI-PELEFEAE 12.31 473.108 M+H 0.2 455, 289, 167, 139
27 | REBTILHFEI-ERHEE 16.23 4531178 M+H -0.4 435, 209, 139
28 | RFIXJLHEFR" 13.39 275.0912 M+H -0.7 191, 139, 107, 55
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R 3. EERINAU R ERBETE. FHRE. MEREM MS2BETIR (4
RT KR E BRERE

w/S LETENLEY (min) (m/z) mé&n (ppm) MS2 B
29 | RFIK)LFE 3-&BTFEES 15.92 427.1027 M+H 0.7 275, 153, 139, 107
30 | 1-FREHEER 3.97 167.0563 M+H -0.6 110, 55

31 | BRET 3 268.1042 M+H 0.8 136

32 | s 3.31 284.0992 M+H 0.7 152, 135

33 | 5'-FRBRE 8.22 298.0968 M+H -0.3 136

34 | (S)-5'-Bi-5'-(RETFEHRE)RE 2.58 314.0919 M+H 0.3 164, 136, 97
35 | MEE 2-BiE 1.73 324.0595 M+H 1.2 112
36 | IFBAEARRE (CAMP) 2.35 330.0594 M+H -1.2 312, 136

37 | AMP* 1.87 348.0707 M+H 0.9 136

38 | ADP* 1.77 428.0362 M+H -1.2 348, 136

39 | MMHERFFEEER 12.64 337.0891 M+H -8 163, 145, 135, 117
40 | 3-p-BEETHE 11.95 339.1075 M+H 0 165, 147, 119
41 4-p-FIETE 8.89 339.1074 M+H -0.3 147, 119

42 | 1-MEEEEE TR 11.75 355.1021 M+H -0.8 337, 309, 163, 121
43 | A-MNoEEEETER 7.13 355.1021 M+H -0.8 337, 309, 163, 121
44 | 35-"IMERE TR 17.26 517.1337 M+H -0.8 471, 453, 163, 121
45 | FIREE" 9.71 355.1025 M+H 0.3 163, 145, 117, 89
46 | RERFER" 3.76 345.0817 M+H 0.3 327, 171, 153, 125
47 | =T 1.72 193.0711 M+H 2.1 149, 111, 95, 83
48 | INAMEER" 8.1 652.1146 M+NH4 0.3 482, 447, 303, 277
49 | ZRBFHEEE 12.12 654.13 M+NH4 -0.1 467, 297, 153
50 | FREEERET 11.81 425.142 M+Na 0.5 331, 255, 179, 153
51 | RZEEERE 14.46 455.1294 M+K -4.4 351
52 | FIREEERET 25.99 471.2205 M+Na 1 335, 333
53 | FiEEAUMEEREE 20.5 487.2156 M+Na 1.3 335, 333
54 | FIEEAUYEEEERIGE 18.08 503.191 M+K -0.4 351
55 | RIEERA] 3.44 577.1334 M+H -1.2 559, 425, 407, 121
56 | EEEEBI* 8.39 579.1501 M+H 0.7 409, 291, 289, 127
57 | REHEHRB2" 9.46 579.1503 M+H 1 409, 301, 289, 127
58 | REEHB3 712 579.1496 M+H -0.2 409, 271, 127
59 | REEEBS 7.41 579.1494 M+H -0.5 427, 409, 289, 127
60 | FEEEXCI 8.21 867.2133 M+H 0.2 849, 591, 153, 139
61 | FEXR" 24.29 565.134 M+H -0.2 427, 259, 139
62 | FHER-3-RBEFERE" 24.05 717.1447 M+H -0.4 699, 397, 153, 139
63 | FEEKR-33-WERTFHRAE" 24.28 869.1554 M+H -0.7 731, 561, 333, 139
64 | REEZILERERA 8.53 915.1617 M+H 0.2 897, 763, 139, 153
65 | REEEYIEKEB 5.9 763.1514 M+H 1.2 595, 443, 305, 139
66 | REEILKREC 4.82 611.1392 M+H -1.2 593, 139
67 | REEJLFEKF 9.82 899.167 M+H -0.9 425, 287, 153
68 | KERER-8-C-AEEE" 14.75 449.1077 M+H -0.5 353, 329, 299
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R 3. EERINAURERBEE. FHARE. MEREM MS2BATIR (4
RT KR E BRERE

w/S LETENLEY (min) (m/z) mé&n (ppm) MS2 B
69 | HEE" 17.78 433.1126 M+H -0.9 313, 139, 85
70 | BAHIRT 18.13 433.1126 M+H -0.9 313, 283, 121, 81
71 | BMHIR2"-0-EEREE 11.55 595.1654 M+H -0.6 433, 313, 139, 85
72 | WREE3-0-FIMEE" 18.53 465.1031 M+H 0.7 303, 165, 91
73 | WER3-O-HEREE" 18.88 465.1032 M+H 0.9 303

74 | WEE 3-0-EMEER 17.27 479.0815 M+H -15 303

75 | =E/E 18.87 611.1613 M+H 1 465, 303, 85
76 | WRE_EREE 15.78 627.1554 M+H -0.3 303

77 | WX 3-0-BEEEEREE" 17.75 773.2143 M+H 1 611, 465, 303
78 | WEE3I-O-FIB=EREE" 17.59 773.2145 M+H 1.3 611, 465, 303, 145
79 | WRR=EREE 14.86 789.2085 M+H 0.1 303

80 | IEE" 17.76 465.103 M+H 0.4 319

81 WiS% 3-0-AEEE 15.78 481.098 M+H 0.6 319

82 | HiBEK 3-0-FIMEE" 15.61 481.0981 M+H 0.8 319, 127, 85
83 | A¥&R-68-C-ZHEE" 12.69 595.1665 M+H 1.2 559, 475, 307, 153
84 | Fr¥E-6-C-AEE-8-C-FIERE 14.54 565.1559 M+H 1.2 427, 409, 391, 379
85 | A¥E-6-C-MHERE-8-C-AEEE" 15 565.1559 M+H 1.2 547, 529, 511, 469
86 | LWIZEHE 37-—RERYE 16.7 579.1706 M+H -0.4 287

87 | LIZHE) 3-0-FINEME" 21.59 419.0971 M+H -0.5 287

88 | LLIZEHE 3-0-EEMEE" 21.23 449.1082 M+H 0.7 287, 85

89 | LLZES 3-0-FILMEE" 20.58 449.1083 M+H 0.9 287

90 | LLEHE 7-0-=FEWE 20.59 595.1656 M+H -0.3 449, 287

91 LIZED 3-0-=EWEE" 21.31 595.1663 M+H 0.8 449, 287, 147, 331
92 | WIZEE 7-(6"-RBFEIEEEE) 18.83 601.1186 M+H -0.3 287, 153, 125
93 | LZEHE 3-(6"-RBFHEEEE) 19.94 601.1186 M+H -0.3 287, 153, 125
94 | 17i8% 3-(3"-RRFEHIRTEE) 8.98 617.1134 M+H -0.5 319, 153, 125
95 | WIZEHE 3-0-HEEEEEE" 20.37 757.2192 M+H 0.8 595, 449, 287, 331
96 | LLEED 3-O-FIEEEEE" 19.49 757.2197 M+H 1.5 595, 449, 287, 331
97 | N-(1-Bi&|-1-Rip)=ai 3.41 294.1551 M+H 1 276, 258, 230, 212
98 | N-(1-Bi&-1-RB)XRREL 5.27 328.1392 M+H 0.3 292, 264, 132, 120
99 | FEBREEREE 2.22 337.1605 M+H -0.3 301, 208, 158
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£ 99 MEENEYIT, B 64 B
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ECG*

EGCG"

GCG*

Epigallocatechin digallate
Epiafzelechin 3-gallate

EGC"

EC*

c

Pracyanidin B1

Procyanidin B2

Theasinensin A

Theasinensin B

Theasinensin C

Theasinensin F

Theaflavin

Chloragenic acid”

Theogallin*

Strictinin

Trigalloyl glucose

Quinic acid*

4-p-Coumaroylquinic acid

Praline (Pro)*

Valine{Val)*

Isoleucine(lle)”

Leucine {Leu)”

Asparagine (Asn)*

Aspartic acid {Asp)"

Theanine®

Pheylalanine(Phe)*

Tyrosine(Tyr)*

Glutamine (GIn}*

Kaempferol 3-0-glucoside”
Kaempferol 3-0-galactoside*
Kaempferol 3,7-dirhamnoside
Kaempferol 3-0-rutinoside
Kaempferol 3-0-glucosylrutinoside
Kaempferol 3-0- inoside
Kaemp 7-(6"-gall

Quercetin 3-0-glucuronide
Quercetin 3-0-glucoside®

Rutin

Quercetin 3-0-glucosylrutinoside
Quercetin 3-0-galactosylrutinoside
Myricitrin®

Myricetin 3-0-glucoside
Apigenin-6-C-glucosyl-8-C-arabinoside
Apigenin-6-C-arabinoside-8-C-glucoside
Apigenin-6,8-C-diglucoside
Isovitexin 2'-0-glucoside

Vitexin®

Isovitexin®

Benzyl primeveroside

Linalool oxide primeveroside isomer
Linalool primeveroside
(8)-5'-Deoxy-5'-(methylsulfinyl)adenosine
5'-Methylthioadenosine
Adenosine”

Caffeine”

Choline

Theobromine®

Betaine

Theanine glucoside
N-(1-Deoxy-1-fructosyl|leucine
N-(1-Deoxy-1-fructosyl)phenylalanine
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1. Mao, J. T, et al. White Tea Extract
Induces Apoptosis in Non—Small
Cell Lung Cancer Cells: the Role of
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Receptor-y and 15-Lipoxygenases.
Cancer Prev. Res. 2010, 3(9),
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