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Magnoflorine Icariin
Molecular Formula : Cy,H,,NO,* Molecular Formula : C;3H,0045
Average mass : 342.408

Monoisotopic mass : 342.169983

M1 ~zZ/77a9YROA4 A1) 4 YO

Average mass : 676.662
Monoisotopic mass : 676.236694

AW RSB A 5 2 1ZSep-Pak Vac C18 (1g, 6
cc, Waters Corporation#) %, #7203 743
=27 RO, R LARHPLCH X /) —
VRN A7 ) K7 WEMIll-Q® Gradient A10TH#
1 L7 EHK 2 L7z

3 KERUEZHG
(1) HPLCIC & 2HESR

i 13 Agilent 1200 (Agilent Technologies, Inc.)
Rz MERRSMEFE 2 ITR L.

(2) LC-QTOF/MSIC & B HEEE

LCiZAgilent 1260 Infinity%, QTOF/MSiZAgilent
6540 UHD (3tiZAgilent Technologies, Inc.#) % Hw
7. FERSMHEE SR

(3) LC-MS/MSIZ LB EE

LCixAgilent 1100 (Agilent Technologies, Inc.#) %,
MS/MSIZAPI 3000 (AB Sciex Pte. Ltd.#) % Hw7-.
ERGEIEFE 4R

4 BEREORAR
(1) HPLC, LC-QTOF/MSKU'LC-MS/MSHE#A
&

AHAVA VR T 770 Y 2ZFNENAY ) —)

#2 HPLCIZ X B4

T A COSMOSIL 5PBB-R (46x150 mm, 7% 1 #)
BEM A:01%Y) YBBER, B:7RM=bMUL
79Ty MY B (5%) —255r—B (95 %) 105 RfEF:

it 1.0 mL/min

7T NE 40 C

AR 20 uL

Tk 280 nm

#3 LC-QTOF/MSIZ & & ffEsR 4t

VBTN COSMOSIL 5PBB-R (20x150 mm, F 74 J 1 #)
B A A 01 %FEEE, B :01%FM7 &£ =MV ILER
VAV 0 B (20 %) —25%—B (90 %) 5 7 HPF:
i 0.4 mL/min
VNS 40 C
EAR 1ul
QTOF/MS&:
4 F bk ESI (RY 54 7)
AF v Vi m/z=100-1000
LIS A N2, 10 L/min, 350 C
AT TA K- N2, 50 psig

TITAYY—EE 120V
V7 7LV ARRA
T —AF

Fr Y7 —WIE 3500 V
m/z=121.050873, 922.009798
X770y v im/z 34216998 ([M]+)

AH)A > 1 m/z 67723669 ([M+H]*)
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T L C1000 pg/mL & UEEHERE & L7z, BHIZ, %
WA 2 Y — VAL, HPLCHE R (1.0
ug/mL), LC-QTOF/MSHI###i (0.10 ug/mL) &
U'LC-MS/MS3E IR #E 744 (0.005-0.20 ng/mL O FipH)
L7

(2) 1> A9 H 7 HmEER
OARER A awhr &L, #1502 2%/ —
WC—HR L7otg, M ERET 5720, ABL

5 HEEROBER
(1) HBEODHFER
PEW200 mgxFEICHEDY, A% ) —NV5 mLziE

MEWZINA, 107> FOEF B L 72, 0oL, B
K a AL E L7z,

(2) WIM@OHFERE

W 500 mgll > TGO & kO #/E THEHE
WEVEE L, HPLCK ULC-QTOF/MSTH# ¥ % &,
U NTTLEDNR=ATA v ) A AHWRKREL, W%
E— 7 JROARY MNVEIERT A EBHEETH - 7.
ZZT, NEWS00 mgx Mwicm by, KEMZ TIOH
MEBEEMIL, ozt A5 -V RIEKEREN
10 mLTa ¥ 54 ¥ a=>% L7Sep-Pak Vac CI18IZ#
ML, K10 mLT8EH#, A%/ — V10 mLTHEM L7z,
OB E MR, A%/ — ) T5mLE L, HPLC

F4 LCMS/MSIZ & % =5

LC&At
A COSMOSIL 5PBB-R (20x150 mm, F % 7 4 %)
B A 01 %FEEAR, B 01 %FMTE M= MY IVIEHK
VA EAN B (20 %) —25%r—B (90 %) 5 4 Rifiss
it 0.2 mL/min
BT LI 40 C
EAE 5ul
MS/MS&H:
£ F Ak ESI (GKY 54 7) HWEE—F : MRM
CUR : 14 MEB : 14 CAD : 12
IS (V) : 4500 TEM (C) : 500
Q1 Q3 DP (V) FP (V) CE (V) CXP (V)
. EwA LY m/z 342> m/z 297 27 20
<771
Z7ITOVT M H Y miz U2 m/z 265 7 110 31 24
0o EwA Y m/z677>  m/z531 21 14
AIVAL Mt h Y m/z 677> m/z 369 86 370 39 2%
AL N A T s
ar 1iaso N R .
o RT:18.059
§
i
B B L
RT : 14.492 ¢ RT:18.143
C " C
RT:14.438 :
. RT:18.089 "-.,\‘v-\:.ﬁ_.,-'r.\'\;-\:{gt_-_.

B0 W0 30 0 a0 S0 50

X2 HPLCIZLA=Z /70y ryROA4 YA ORER
Al =z /70 UM (1ug/mL), A2: 4 Y4 E#EEE (1 pg/mL)
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K OLC-QTOF/MSIZ & A HERAR & L7z, 2B,
NZEW200 mgz OO EHATR O F & [FAk I
L T 72 3UBHA T 2 LC-MS/MSIC & 4 & = H 3R A T
L7

BRRUEBE

1 2777802 RA4HU A OBESEORE
(1) HPLCICK 2FESEDHER

BRSO 70~ b 79 50F, R (RT) &
1455 5Eic~ 27 7 7a1) 3, RTHISISHEICA 7
VA vO¥—=rRoonsz. 28BoREERO 7 1
<X 7TACOVTYH, HUERTHEICZENRENDOY —
RO LN, VTN SRR E FAFEOUVARY b
NVERLE (M2).

(2) LC-QTOF/MSIC & B EEDRER

REAE R O 2 B OFRBHATIC DWW T, £3ITRL
AT L, ey 7a ) ik oA+ (M)
m/z 34216998, A H) 4 iF7a b AHINA F > (M
+HI]*) m/z 67723669% E=% — 4 F+ > & L7l 4

Frvou< b7 4 (BIC) THAOfRE L 7.
® <=Js7Ur
F3IRTEBY, BEEEKD 2 BGOFBERO
m/z 3421699812 B HEICTRT, RTH7AGFHEIC~
72 78) yOE=2RRDOLN, WTFhOEY—70~v
AARZ FPHHY, MY RG7 T b sl TF
MU AAAHIM L7z [M-H+Nal * 258 S -,
@ 1Hh1>

MA4WRTEBY, 4 H) A4 VEEREDOM/ 2
677.2366912 351 AEICTIE, RTHII325M5E2A A1) A
YOY—=IHPROLN, BHGE—T DI AART P
5, IM+H]*ROF MU 2604+ >~ [M+Nal] *4%
Bl sz, —J, 2HFORBEROEICTIE, ik
BWEFABORTOE -2 (¥ —2) ofllc, RTI2-
133OI T =7 258 bz, FE¥—270
RAANRY MV, R E RO [M+H]Y RO [M
+Nal * Al 2 7z

Phicky, 28gHic~r 27 7a) Yy EAL A1) A
UHERENTWDL I EDHEREINT.

192 105
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" A RT:7.361 o 342.17050
8
08 757 [M] +
07 65
06 556
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03
3
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0.1 15
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“| B S i [M]*
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o by
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2 LC-QTOF/MSIC& B EERKRS (13 7H7Y)

DRERDORE

<7770 Y EA AL YHPRER SN LK
D, 282X, WRRI46%E 6 A 1 HA 35454765 2
A B SR R R AR R e ] R 3R i O H IR b (2
DWT] OEGAEOSE L, [HOEESE LT
SNBWHAR] [4] ICEBTDA I 725
ENTWB I EDSEbN. 20X KR ORI,
PRS2 IDNASIN I & % B 50 [ E 325 H
5NBAY [5], SO BIE, NEWIHHEIRTH D,
P, ZEOMEERGLZENTHALI NS, Kk
MELTA I n s 2T LIIREEEEZOHN
7z.

Z 2T, PE234E 5 A1 HAT G E A S A S A R
AR - BREER RS A R (6] %
BEIZ, A AT h ZRER RO 2 B o REHE R &
LC-QTOF/MS#% W CIHIREICHHT L, Z OB %
S R B

A 3w h 7 B Om/z 6772366912 31 HEIC
W21E, 2 BRI ORPHAROEIC L [k, FE—27 ofuic
RTI2-135 DY T =2 BRD SN, ZDF— >

B —H LA BBEBROYTE—2I1200T, kD
RTOY =2 FAEDOYAARZ MV EIKTLE, 49
VAo [M+H]IT ROEHOLET 24 4 250D 5
N5, FUPLIZYAAXRZ PV THo7z (K5). 20
KR, A I A s L 2EBOBPMEAIVREZ S N, B
FIiZA »auhrdHrbwvid, TOZFAPRALTNS
TR W EZ R SN

3 LC-MS/MSICL2EERE

2HBDA AN A Y OEREA F ¥ (m/z 677>531)
DEICIZ, LC-QTOF/MSD A 1) 4 ¥ Dm/z 677.23669
DOEICL FRICHEEOE — 7 MR s h-2 &n s (K
6), RTWI2GomIRERE—r TERTLHILEL
oo =7 7m0 v, NI =27 2T
Y — 7 W & B m il ClrE e fE R L -8 2
5, MR r =0990 oM AE SN
AT, Bhox s 70y Y RTA A
VAV ERERLIZESA, REITRLAZEBY, HgE
Tho-.

HPLC}. O’ LC-QTOF/MSIZ & % fE 78 0 il 5 Jo O A 52
BRSOV, BEEREEL, YHBMoRES

x|?‘2 x10 4
1.05 ‘ 22
i N RT-13.421 " 699.22609
0s " [M+Na]*
0% n 677.24339
085
+
ofs 4 [M+H]
05 12
045
oo 1 144.98206
o3 o8 303.19325 43825252
" 06 270279231 645.88469
015 : 623.86819
oo 04 423.57820 531.18623
005’ oz 767.21073
T s i e 5w w wes W s % s w s ws o v ws 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 00 950 1000
10 2 X104
195
15
oss B - RT:13.127 4 699.22574
085 8 +
+
E i 677.24363 [M+Nal
065 1 +
+
o2 a [(M+H]
05 08
045 7
o ¢ 303.19335
03 08 438.25285 645.88501
025 9% 1 144.98207
02 04 . 623.87212
%01 0 42357785 531 18616
0os, 02 767.20939
0.05 0.1
— It
o 65 7 75 8 85 9 95 10 105 11 115 12 125 13 135 14 145 15 155 16 165 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
xi0 2 xi0 4
1% ! 699.22595
w| G RT:13.184 & 2259
085 2: [M+Na]
5 2; 677.24365
07
K i [M+H]*
055 22
05
045 2
04 18
035 " 303.19294 645.88474
0552 12 438.25268 623.87018
015 1
o5 05 42357787, | 58113636 861.27773
) o 206.19067 16721261
02 N
-0.1
65 7 75 6 &5 5 95 10 105 11 115 12 125 13 135 14 145 15 155 16 165 ' 0 s 200 250 400 350 400 40 500 550 600 650 700 750 800 80 500 950 1000

4 LC-QTOF/MSIZ& %4 H VA v Ok
=¥ — 4 F Ym/z 67723669DEIC K ORTI32H5MEND Y — 27 D~ AARY bV
A BE#ERHE (100 ng/mL), B ®ED, C : #HQ



IR BT IR AHRT TS I R BR RS £ v & —WFZet . No. 27 (2019)

x102
: )
A RT: 13171 (A1)
05 A_‘] A_2
A3
~
-
0
11 12 1 14 15 (min)
A1 861.27831 A-2 A-3 .| RT:13.171
: 236.16206 A
271.18807 | () 699.22583
83126782 | 67727392
24624290 60185787 -
41055411 861.27775| .
271.18789 557 83039 531.18663 :
53118682
345.19098 677.24336 ' 579.84528 677.24341 303.19368 531.18647 i
| 172.20591 67724335 861.2776
o] 15700050 43012692 769 96564 [ 395.87716 809.28622 42357699 52°86887 51182
. 626.13304. so2058p" 76927087
X102
1 RT:13.127(AhJA>)
B B-2
05
B-1 B-3
N
0
" 12 13 14 15 (min)
- | RT:13.127
B-1 557.83268 27027949 B-2 B-3 601.85994 : N 699.22574
270.27953 [CPDE )
677.24363
579.84532 41055431
41312113 ‘
271.18824 63126803 | o 303.19335 645.88501
'|246.24305 381.20342 +| 180.18515395.87869 677.24339 | 236.16209 84528341 | | 144.98007" 029285 62387212
o 291,14005 861279531, : : 531.18606 823.30390 42357785
o i 777.31147 531.18794 : . 531.18616
17220888 . 677.24257 767.20939
677.24041 809.28539 b -
x102 N
! c RT:13.184(Ah)A>)
05 C_2
C-1 ~"c-3
0
11 12 1 14 15 (min)
c-1 ' o ]
557.83206 27027896 c-2 c-3 60185983 | RT:13.184 699.22595
i il (AvA)
“ 3 677.24365
271.18806 i 83126766 s 26617214
o| 246.24278 K 579.84434 41055423
291.14255 861.2789Q. 303.19275 : 6458847
: 861.2788 ¢ 303.19294 -
1722057501 20190 a1 201520 845.28371 B 423457787 i
: 677.24362 53118580 g0 oo 53118665 845 5778762387018 g4 57773
wa1297 753.38795 677.24477 206.19067 || g0 1aans 76721261
L )

o 450 500 0 60 %0 %0 1000 100 150 200 290 0 30 4D 450 50 O G 65D 700 IS0 600 350 %00 950 1000

M5 LCQTOF/MSIZ& %A »3awh s OkfR
EZH — A& ¥m/z 67723669DEICK URTI2-1325 D E— 2 D AR b

A A Iy h rilEE

#£5 LCMS/MSIZ & BEEDHMR (n=3)
~77ul) v AA)A Y

L2 TeY) 1.0 ug/lcap 3.6 ug/lcap
UATO) 0.076 ug/lcap 047 ug/lcap

HOFHEM F Y 5 HERICR IR L.

F72, R, TERICBWT, 4o 2 #45 % 5
R CADN AT ANY EZS TN R N N Ry I /Y 81 BT (e
[71.

ES

& &

PR30 BN LN L 7 [ AR ER A B ) [ 5 i A5 9 R

B:#®mD, C:#®mHO®

2BV 2 9 72072 TR 285825,
AvAYH 2 DFERGTHL~r ) 70 Y ROA 7
VA vEBRBLZ #Bidho<r o) Y RTA A
) A VEREIIMETH - 7275, HPLCK O'LC-QTOF/
MSIZ X B K ANRY MIVOIEIZ XY B2 iR L, LC-
MS/MSZHWAZ LIZX Y, EREEFERMT LI LT
7. 8512, LC-QTOF/MS% 515 5 =EIC/$ ¥ —
COHBIZEY, [HELERENE LTHHINRGA
B CENTEA IR0 HLVIEZFTDOIFADRA
O REMEE I Z L asTE .
KRERTEMBEE RS> 2GR T v 725, SEREESIE
Je OBEBI AR O AL ORI & D, EIN T o@D
W LTV BARPUS L, [MRGERF R3] D%
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174
1664

T tdet A
5 1204
F et
80000
60000
40000

20000

RT:12.51

2 4 [ 8 10 1

16

18 20 22 2 2 28 min

6004

550t RT:12.21
g 50e4 B
2 454
5 40et
" a5e

3004

2504

2004

1504

104
50000

2 14
2 4 6 8 10 12 14 16

18 20 2 2 2 28 min

a7r.154
2500
7000
6500
F 6000 (:)
% 5500
5 5000
B 50
4000
3500
3000
2500
2000
1500
1000
500
12

RT:12.38

2 4 6 8 10

18 20 2 2 2 28 min

K6 LCMS/MSIZEBA4HY 4 vERAF YDEIC
A MR, B BMHNO, C 8RO

RSB 5 4%, [HOREREFTEER ] o
Bl - REHE D IHED LT LD .

43w hrOMBIZoONT, HEWE W thss
INEEFANTZERT  REUGER— e, P L LUFE 5.

X 73
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