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BoUEE, HFA LC/MS 1 GC/Q-TOF AN TEMIES. A HILIC Bigf=
M IER REEIEEHFHTT LC/MS/MS 2. 8 AJS BFREIEEFFK
BFETWESIE, A7 METLIN BUBEESK MS/MS IEEF#HITIEER, FBL
REETRIGEURERN L B LECRY/ B /B 1L S 4R TIE v] LUE A RHE1E MSC B
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HITHEER, NTEEH GC/QTOF DERME=ENNLEY), FTLUEE Agilent-
Fiehn GC/MS fXISIZB 3 ZERN Wiley/NIST IEEEXT B #H1THO R, 1EBhZ 1 GC &
ERHRRERETH 62 WLEY), REEIIKTF 10,

fERMME AN 1016 MUEY), HPH 511 MEEYIRMINIEE. Xk
KERETR, 511 MUESYHE 81 MWEE. MEVRBRAEFERRBEERTN
Ro HMNVARKREE, ERBOWEZHETRHYMES. BIHEAEF R
EX®EFEEEHITREI OB, HRABEAET LC/MS F GC/MS 2, AT
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TF7iE
R 1R T AR AN TR

xR TEREER: ST#HITIEATIRE, BEMA LC/MS # GC/MS a1
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BouE
LC/MS F LC/MS/MS

Agilent Poroshell 120 HILIC Plus #0
Agilent ZORBAX RRHD SB-Aq &iZi+

BHAFIRE
b lle S

LC/MS # LC/MS/MS
Agilent ZORBAX RRHD Eclipse Plus Phenyl-Hexyl
#0 Agilent ZORBAX RRHD Eclipse Plus C18 i i+

LC/MS/MS 9 #fr LC/MS/MS 24
METLIN #4382 /i& 2 METLIN #8387 /&2
GC/MS GC/MS

Agilent DB-5ms i+ Agilent DB-5ms i+
GC/MS 2 1f GC/MS 94
Fiehn/Wiley/NIST & Fiehn/Wiley/NIST &
XS a3

LC/MS N B REE. REMIEY
B Fluka 28] (fBE) . FH Milli Q 7K
(Millipore Elix 10 B!, E[E) #{TRD
MHECE. AT (M. 2B, B
fRs%. BERFERSR) WE Fluka AF)
()

B R EIRINIER
MENEBR/RMHAMN LIk EREL
IR EFEEHIEBEERAT,
fi727E -80 °C FRE T&H. A
SRR 2 ¢ WRARTERRTH
BEERHER. N 40 mL &5 HEEKEL
A 1:25:1 (v/v/v) BIBRSAR, S
BEMERH#ITIRE. FRBHENERA
FRERFNERAFRREE 5 min, FEREHER
Z 1.5 mL Eppendorf EFF, 1£4°C TR
FESRE 5 mino 7E 20800 rpm AYEEIERTF
BZEBL 2min, BAABESHNLE
BREAFE—NFEERAR. & 1mL
FEREEZE Eppendorf 4, A
400 pL 7K. RZERIERE 10s, A
JG7E 20800 rpm BYEE T /D 2 min,
fBEXKE (ER) MIENE (F
B), 72 3ETF SpeedVac iR4E2S
(Eppendorf JR4E1Y) HETF,

mEFENKEMENATEHMA
200 pL F B IBEFEARREIE A
B (AFREL53 5179 50:50 0 30:70)
(R 2) o WHERIMFHITHEELIEF L
BYMEHSE. BREZMEIYN
ZITHERANERRESY ENTER
& 1 mL Fah FL#EER (ER4S 5067-
4191) B9 Agilent 1260 Infinity 434 &Y
ik Rgh##1T HPLC 98, BiEs
WeEETE 96 FLARAY 45 ML, RAER
SpeedVac JRZEES & T

JNE AJS-ESI-Q-TOF MS 1%

BETENKBLEMRSFT 250 L
50:50 FREZ:E 0.2% ZERINGART,
HBELE10s, SENARBDEZ
F 30:70 FEEbdE AB (R 3-BH) , A
JS7E 3000 rpm BYELER T ES.0) 10 ming
Ala, B 5uL ERMBSFENS Agilent
6540 }EHAFE LN Q-TOF LC/MS R4
FEEIEM Agilent 1260 Infinity LC &4
. f#/ API-TOF BLbFREARIRF
& (RS 6G1969-85001) HIZHLL
B 5 10 uL HP921 F0 5 pL IEMSSA
fRTE 1 L FEZ:ZBE:& 0.1% ZERBIK
(750:200:50) A%+, HEREERE
0.4 mL/min BRIRTH#HITE . RiG
MeigsEanzk 3A # 3B Fim.



= 2 MBS R 3A. LC/MS 1 LC/MS/MS S Fr R {ERRY
MS BF R EIESE

B8 TKRERH) BNAFIRE
SHeahiE ) K+ 10mMZERE  A) 955 KA 0.1% FEAH 5 mM FEAE
B) 100% ZAi& I REAR Hire 5L

B) 65:30:5 SPIEE:FREZA 0.1% FREAF]

2y .
5 mM EREASEHKA TR pipES 0.4 mL/min
g N=| o
ok 1.2 mL/min 1.2 mL/min BEEE 40°C
HEe 1 mL 0.3 mL FIRSBRE 250 °C
EpipE EE 4°C 4°C FIRSR 10 L/min
TCCRE 25 °C 25 °C ZEEEN 30 psig
DAD 210 #0 254 nm 210 #0 254 nm HWREE 350 °C
(£ > 0.05 min > 0.05 min TR 11 L/min
BFERY 13 min 13 min e 1000V
vy - - e -

Bk Agilent ZORBAX SB-C18, 9.4 x50 mm, 5um (ZB{4S 846975-202) B 100V
By a) e =% 0.292 min =% 0.292 min
HE BiE) (min) % A% B BiE) (min) % A% B

0.0 5 0.0 60

1.0 5 1.0 60

8.0 35 8.0 100

8.1 95 11.0 100

10.0 95 11.1 60

101 5 12.0 60

12.0 5

3 3B. LC/MS F LC/MS/MS i fE R EIES 5k

{8558 Agilent ZORBAX RRHD SB-Aq, 2.1 x 50 mm, {853 Agilent Poroshell 120 HILIC Plus, 3.0 x 50 mm,
1.8 um BIEHE (ZB4ES 857700-914) S Hf7KiBESD 2.7 um B (EBHS 699975-301) 3FA7KIESD
EEE EBFER MS NESF HBFRAMS BT EBFER MS IEEF HEFEL MS MHEF
R AutoMSMS R AutoMSMS R AutoMSMS R AutoMSMS
TREntE A) & 0.2% ZERRIK A) & 1 mM FLERAIK A) (90:10) ZF5: & 50 mM ZERSZMINGAR
B) & 0.2% ZEAMHRES B) 100% Z.f& A) (50:40:10) ZA5:100% 7K:& 50 mM ZESRHIKAR
LC #BE B8] (min) % $EH4E B B8] (min) % SREHAE B
1.00 5.0 3.00 0.0
10.0 35.0 10.00 100.0
11.0 95.0 13.00 100.0
13.0 95.0 13.10 0
13.1 5.0 17.00 0
15.0 5.0
{# 3 Agilent ZORBAX Eclipse Plus C18, 3.0 x 50 mm, £ F8 Agilent ZORBAX Eclipse Plus Phenyl-Hexyl, 3.0 x 50 mm,
1.8 ym BIEHE (ZB4ES 959757-302) DHFENVIESD 1.8 um BIEHE (BP4S 959757-312) PITENIES
BEER EEFHER MS FMEEF AHBEFER MS MAEF FEEFEL MS MEEF HBEFER MS MAEF
I AutoMSMS I AutoMSMS I AutoMSMS I AutoMSMS
SREhiE A) 95:5 7K: & 0.1% FRERF] 5 mM FRERRR A RESAR
B) 65:30:5 FAEE:FREES 0.1% BESF] 5 mM BRERERIIKAR
LC #EEE BY7a] (min) % SREhAA B
1.00 60.0
8.00 100.0
11.00 100.0
11.10 60.0
14.00 60.0
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KIBAMBENBONTTERMELES
BN E A SCERFTIR®, 5 Agilent 7200
GC/Q-TOF TE4aXI R E BT A FR&E,
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SRERMR G BT ENE T E BN e
REAial, GC/Q-TOF EREMME 4
Ffi7lNo

DR

£/ Agilent MassHunter B9 (ARZs
B.06.00 SP1) ZR{44MIE MS 1 AutoMSMS
HiE, FRSFHIEERTALIER
HWEEH MS 8B, BUAaMSHE
Agilent Mass Profiler Professional (MPP)
Bfre AT EBRERFEND FHE
fE, WL MPP HHIZHEIEERNER
MENMBDRENBUEF N, &
F3 1D RIS ERTEEE 64092 FL SHIRY
METLIN #iEERHITIRER, LUEEFRR
HERTRI L S,

fEF AutoMSMS & T B 4b 18

LC/MS/MS #iE, REMNERSE
B 19714 L EMRIREHRRELR MS/
MS 15 289 Metlin CiSt¥0ig E#1TEL
St /\BWEFRERBNIEELS

& 4. GC/Q-TOF EFARYSRM

‘g Agilent DB-5ms, 30 m x 0.25 mm, 0.25 ym,
RIPHEKE 10m (ZB4S 122-55326)

HEE 1L

TR SmEL 101

DR/ AR THEORE 250 °C

HRfERER 60 °C 4R%F 1 min,
L 10 °C/min B3EZEF+Z 325 °C,
R4 10 min

et 5, 1.2798 mL/min, 1857

EH%RE 290 °C

BER El

BFRRE 230 °C

iR RE 150 °C

m/z 1318 50-600 m/z

EERERE 5 i@IEE/ ST, 2679 MREES/SRIEE, WERKEMR

EREIMMIRIRE

¥R TE METLIN 3U3REHMEMER
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LC/MS/MS B9 & & E 5 51
Poroshell HILIC Plus f1=PMEXR R
@ikt (ZORBAX Eclipse Plus C18.
ZORBAX Eclipse Plus SB-Aq # ZORBAX
Eclipse Plus Phenyl Hexyl) L9 E¥E
KKK EY . ZORBAX Eclipse
Plus C18 £EHMN K EMHER
(197), EX2 ZORBAX Eclipse Plus SB-
Aq (187). Poroshell HILIC Plus (175) &
ZORBAX Eclipse Plus Phenyl-Hexyl &
JEAE (139) (B 4) o HILIC Plus/SB-AQ
#0 Eclipse Plus C18/Eclipse Plus Phenyl-
Hexyl BiEF 2 B BHENKEME
2. H707 53 #F0 59 ., 2FE 10 F
KEMERBBIEERE F1H1839
B, =MARNREEIER Eclipse
Plus C18. Eclipse Plus SB-AQ #0 Eclipse
Plus Phenyl Hexyl 35934 79, 73
A0 28 MIRFLEW. Poroshell HILIC
Plus M9 BB 80 FIRFF L EW. ZH
£/ HILIC 1= 48 Eclipse Plus C18 &
B EE KRB NEE N I
WEIZMER . RIVER=FTER
MHEEE (BAFIEREMPEREL
&) HEBPIMER HILIC & (BFiR
HHEY) , BINERERERT
BRERHAFZHAANFRDLBEE
HHERK,

iRZE: 1ppm IEARER bR
B4 975 HSC/O 0.1 ppm
0 HC
x10? N 0 -
75 0 ~CH;  467.2909
. _CH
70 246.1486 o O ch,
6.5 IRE: 3.1ppm OH
6.0 85 966
55 221 0pom s 0 274.1801
5.0 Joyregis HN ~CH, =
: B/ 917 RE: 0.9 ppm
45 H,\C(:(O‘ OH 8% 975
0
240 OH
=35 164.0706 ¥ HC< g N
192.1015
3.0 . CH,
o
25 3
g 220.0953 CH,
2.0 =g
15 = 451.2676
i 151.0739 S
: 110.0957 422.2324
R L |
: ol (DT R |

80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460
B L (m/2)

3. 1RYE MSC BT HY L AR BA bR (O 45 454

= 5. EAREER MSC MHFEE/ \BRERRINLEY

REEK BIE
(aziE)] CAS/KEGG  #F=X IRE (ppm) B9
ZofE 13849-54-2  CyHy,NO, -2.56 99.94
e gt c11817 CoHzN;0,  -0.69 98.97
iR (IEARENER) 483-17-0 CyHiN,0,  -0.28 80.06
HMHETE C 7- P E B 56362-72-2  CysH,00, -1.84 98.95
THIEE 2632-29-3 CyHzN,0;  2.86 97.31
wEMHER LEYHIER 4
C18 SB-AQ

197 F 187 4

wamyIR?2 wEMyIR3
HILIC Phenyl Hexyl
175 % 139

4 BT ARIGIEHEEEIRETSTE METLIN IEEFIREILEN NS D H. A MPP 2HHEE
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BERL ST E 9 M. XLPA
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HaEmyIER1 HEaMHIR 2
C18_fABF C18_IEBEF
(5= (=5

108 98 fh
wEMHER HEMHR2
PH_TAEF PH_IEEF
(5= (=5

79 % 62

5. BT AEEBRAEBEE METLIN I EPHREITEN L&D

®EMHIR1 HEmHE2
HILIC_fhBF HILIC_FEF
(5 (5

102 # 80 7
“EMHIR1 amyIE 2
SB-AQ_fEF SB-AQ_IFEF
(-5 (5

122 69 Fh
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GC/Q-TOF EMM K EMETERE
K. EIAER. EE. WEEEF. flm,
7 FRR 91 MassHunter SREN4#) 5
MR MIKIREXHIBY GC/Q-TOF 734 4E
RAPETFHM D-KFGE. B 7A AXE
£ 389 GC/Q-TOF &, & 7B 79 Fiehn
EERIEE, LTRSS 89.60 Lt
4b, FEEEFRRREBETIE (RT) (14.74 min)
15 REEERFRZETE (14.75 min)
FEITED,

£2 LC/MS/MS #1 GC/Q-TOF DR E
EH 449 FhF0 62 FLEH, LC/MS/
MS £EEINHEMHRERSZ, TE
EHTFERTEXRBEF, XA
933EBH, LC/MS #1 GC/Q-TOF B4&&
RFAFETIFELMMIZEL SRS
MEHER (B8) .

48453 RT: 14.7528

107 A 73.0479
0.8 D-RFHET 217.1082
N, REBE
103.0582
041 189.0771 307.1547

T

—

T T T T T T
-50 0 50 100 150 200 250 300 350 400 450 500 550

T
600

[65550] D-lyxose 1[14.741]
%102
| B 73.0
0.81 1030 ERE
0.64 :
0.4+ 217.0
147.0 307.0 293.0
0.24 .0 436.0
189.0 467.0
59.0/89.0 {233.0 277.0\ :
0 T . le’l‘wl‘l#' *_“'l‘w's'ss'ﬂw T ‘w | T T T
50 0 50 100 150 200 250 300 350 400 450 500 550 600

7.GC/Q-TOF EEKMRER

LC k&R GC ka¥5I&

8. 22 LC/MS/MS #1 GC/Q-TOF DHRFTEEM L EY
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