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¥ & (Thlaspi Herba)

- R
MRS AR AR Y ERFHEHL 104

CREFZAVER
(- )HPLC ®REZ2 B 47 ¢ 4o
Agilent 1100 series’ ¢ 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler

G1329B ~ DAD G1315B ; % 17 ¢ = COSMOSIL AR-II C1s Column (250
mm x 4.6 mm, 5 um) -

(=) UPLC R B2 B 47 ¢ 4o
Agilent 1290 series ¢ 7 DAD G4212A ~ TCC G1316 ~ Sampler G4226A -~

Thermostat G1330B -~ Bin pump G4220A : # 17 ¢ 1 Poroshell 120 EC-Cis
(100 x 4.6 mm, 2.7 um)

ECRHEEE MK
(=) 4
" % (HPLC Grade)rtp >+ Mallinckrodt Baker. Inc. ; z % (99.9%)f-¢ f%
(99.9%)pE-f s B P i 1 984 F U P 5 A5k (100%) P p >+ Merck -
(=) s
0 2 8 43T # (Isovitexin) B p ** SHANGAI TAUTO BIOTECH CO. ,
LTD (China) * HLPC & # 98%:2 } o

TN R
(‘ ) —rB"/ ‘51-1—@]"}
PASBE AR F AT 1009 B 50mL = 44875557 o M
ﬁéc *® FENT5%7 fE~5007 fiE~ o E75%C Ai4c 50%2 f & 12.5mL
25 A B RJE(# 5 200W > #4F & 40kHz) 30 4 48 > 4 £ris 2 No. 2 g XA
Wi 0 PoB R4 3 £ 1B (Syringe filter, 0.45 um) » {8 o & 4- 10 uL ii
» B i AP K 4T R(HPLC) » i #rplF & o B2 1R 5B B3 g &
(Isovitexin) & = % & #f 5 & & K 7 5 B3 4 o

(=) FrZiey %
Bh gk 9 1090 HAEAE > B 50 mL = £48255K 7 > AT »
50%¢2 fis 25 mL > 4z 5 & B F ARJZ(#4 F 200W - 4 F 40kHz) 30 4~ 45 0 4
#risrs No. 2 Bk » ik 4 50%2 M A1 25 mL 443 L Eim
(Syringe filter, 0.45 um) » B~jgi% » {F o & 410 uL ;. » HPLC » # /& 3%
AEAF LS F SR EP ik B IR S ARERR 2 TE A
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(Z) HEBERETRR
PR 2 B 45T & (Isovitexin)H AEfL 2.1.0 mg o 4c 1 mL gk 8 =
= 1 mL 3 B #3575 4 (Isovitexin) 1000 pg/mL e gt & 3 7% > 312
KA 50 pg/mbL A AR RIR R o

(2 ) &3 R

Bk o k(% 20 BLEF )9 L0 g AL R B 50 mL 485 ¢
HFE4e » 50%2 FE 25 mL > A2 A R RJZ(# F 200W - 4 & 40kHz) 30
A48 10 NO. 2 il 0 AR AT 0 £ Rk 0 RHRL S
B3 25mL 2 =B ¥L? o4 50%2 fB 2% I % B 043 L R (Syringe
filter, 0.45 um) » B~ % » T {F o

(I ) Rl
A ] FE ek Bit PR AR 2R % (50 pg/mL) ~ ¥ &3 0% 10 ploo i
HPLC » il & > * R0 A3 5 3% 7 B 357§ % (Isovitexin)=hz € »

@ o

() %hEHR

HFFEs P~ B 57§ & (Isovitexin) 8 5-kE % 73 7% i £ (1000 pg/mL) »

vk S 7 R AT & (Isovitexin) 4 =] 5 500 ~ 250 ~ 100 ~ 50 ~ 10 »

5.0 e 53 % o 3R 2B~ 10 b & B ~» HPLC :2 {7 28 4 47 »

IR S % 5 (Y )RS kAKX e Faite fF o &R
HHE N2 S 2N y=ax+b L Ap Bk A8 R? -

(=) HrRR#FE%
12 R AT & (Isovitexin)ik & 5 50 pg/mbL 2 4B AR 503 i e
I & B g & (Isovitexin) sk & & ff & dp R RO APHEARRE L -

(~) & R
L O ERPE I Bp-p GEER A BFH
BT R R R B
Pt ROPEEEL -
2. EEM IBR-oPVEFEEL A BFARSBRUE S 2 UL F
AR A AU 02481624 | prigfEp o 1B Ha
§ % (Isovitexin) e ' 6 4 3 4t > R AP ERE L o

BRI EY

&
% 2 (Isovitexin)=nz & (%)



(1) WBRNHE"IE T & &' GE5%
i 7] 4& 2 (limit of detection, LOD) : #-2 Fvik & 2 152 53 % 7 $14f
B XML A =3 2 kR 0 T HRERIETE LR
(limit of quantitation, LOQ) * #-¢ swik & 2 3 &% i 7 974§ > & s
et L2101 2 kR 0 TR R EEIUGIE o

(+) A
Beo R 4 E & (Isovitexin) ¢ £ ehF R EH £ 9 05 g0 AL T
I %o Au4er 1.0 mg hR 53 & (Isovitexin) » ¥ 34 SiA R W E S
i 4% TR o

(+- ) HPLC A~ {7ik it

1. k47§ : COSMOSIL AR-1I Cis Column (250 mm x 4.6 mm, 5 um)
2. #BLAE UV 207 nm
3. sriE 1 1.0 mL/min
4. FHER T FE
5 i % :10puL
6. # & 4p -
P& F¥ (min) o 4% (%) 0.1%pis ik (%, VIV)
0 12 88
20 20 80
23 100 0
28 100 0
30 12 88
40 12 88

(F=) 2@ eFEaz ERT
BPlpd ERREH RS REAGT S EZ WA RSB R PE 100
Mz 453 0 HPLC, #7118 T 3ol 4 5 A ik idd | 2 N 22 54 5 B B

% (Isovitexin)evpg 4 7 £ ©



(=) #FHth&2 UPLC A 175 i

1. %47 ¢ : Poroshell 120 EC-C18 (100 mm x 4.6 mm, 2.7 pm)
2. #RLAE DUV 207 nm
3. swik ¢ 1.0 mL/min
4. g R 125 °C
5.1~ € :40pL
6. #HAp -
F& ¥ (min) o 5 (%) 0.1%p ik (%, VIv)
0 12 88
8 20 80
9.2 100 0
11.2 100 0
12 12 88
16 12 88




I 8%
(- ) & 58 857§ % (Isovitexin)z. HPLC & 17
WA PRER 171 4 sk o B AR & (Isovitexin) 28 5 ek i (B - ) e

175 ]

150 j l — Fa A& % (Isovitexin)

125
100 - !I
I
|
] il
50 i
] |
25 l i
H
— e ———
i_'_‘ i T — T —— | I -
0 5 10 15 20 25 30 :1] min

Bl- ~ B 455 % (Isovitexin) %2 =74 7% 2 HPLC %4 17 ®]

(=) # & ¥Rtk &2 HPLC & 47
WHFGRER 171 A8 T EK ST B SF & (Isovitexin) (o &
(Bl=)e A @t s R=17.03 £ F]5F 5 T=107 850 % s * (&8 R o

.
120 1
. 4 7 & ¥ (Isovitexin
100 / ﬁ‘ 1 _?( )
wl il
8- '
} |
a0 [
] ]
| I | |
*1 H I ! 1
) 1 i |
‘,,J__, US| ST W | W \ S L___ -
3-' 5 I 1|0 o “;_'_'_'_2’0 T :‘5_'_‘ '_30 35 min

Bl- ~7 & Rtks2 HPLC & 17 B
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(2) ¥4 s
11 50%e fif G R 4REE 0 F LB E R AT B PR £ (Isovitexin) st
LEE E OE T S N

A= R RREE PR

% D B i 5B
g 267.4

75%"7 [ 341.5

50% " [ 414.9

95%¢ [ 94.1

75%¢ fi% 389.0

50%¢ fiE 506.7 \

SRR ERS AN S BRI F $ (Isovitexin) F Bz > (3 B
%+ 98%6)

Lo FERSESERIEYR

50%¢2 g 5 P~k dic B 375 % (Isovitexin) i ¥ & f#
¥ - = 1310.1
= 211.6
¥ == N.D.

() 128 58 B3 F % (Isovitexin)# £ 5

EH kR R A F (Isovitexin) (X)¥ & p & 474 6 ff ok B E(Y)
@ Flefg B R A28 5 1y =11.30 X + 7.36 0 R?= 0.9998 5 BT ER B

5.0-500 png/mL F 24 chs 4 pf (2 (R =) o
6000
5000
s 4000
;; 3000
% 2000
1000

y = 11.296x + 7.3603
R2=10.9998

0 100 200 300 400 500 600
J & (pg/ml)

Bl= -~ £ 5% % (Isovitexin) 2. #& £ B
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.= ~ B B F % (Isovitexin)z & # 42 4250

¥R & )k B (ug/mL) SN o R?
BT TR

o 5.0-500 y=11.30 x + 7.36 0.9998
(Isovitexin)

(=) P RIE2 M F & %
FoEERT > 1" HPLC 2 R ir 2 adima 24 > BRI 3 4
(Isovitexin)# 7z & 2 4p $H1E 8 £ % 0.72% £ RF 2 Ap %8 1 5 0.98% -
ok kMg R RR o

(=) etz
d Z% 7 ER a5 £ (Isovitexin) & 24 | pF N A2 T M Ap R E
A 134% LR ] FATTH inr‘?r@?fittm PR R BE S
S

)
=

(~) HRHERLE T 8B E%
B #57§ # (Isovitexin) i B 4& *2(limit of detection, LOD) % 0.3 pg/mL
(Bl ) > =& #&*(limit of quantitation, LOQ) % 1.0 ug/mL (BT ) -

ml:_l i .‘
| I/ d#;l."‘”’ \/‘\\K“
2 i !_M A | e
7

]' E # # & % (Isovitexin)

Ty r————

e R e
o 5 10 15 b 25 30 35 min

Bz ~ 2 4357F % (Isovitexin)z. LOD & 47 ]

mAU
|
| M
| ' 4
2 MT.'"“"‘-——-— ..\ | T \_‘,"""‘\‘—nnv,.,_\
.| / I
1 |
ol B 3 #) & % (Isovitexin)
i
- -
£
T

I ~ 233§ % (Isovitexin)z. LOQ % 47 )
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Fow ~ RS AT

B #3537 % (Isovitexin)

R kR R.S.D. (%)
HrR  (n=h) 50 png/mL 3.54
ZmE (n=5) ¥ 53 % (N0.7) 0.98
%7 1+ (n=6) ¥ 53 % (N0.7) 1.91
&2 (n=1) 0.3 ng/mL -

% %' (n=1) 1.0 pg/mL -

(1) ;71:4‘:@«»13:;2:;?%5@

A

x dp

J“

# 3 ~ B pEv5 % (Isovitexin)ifs 4o w oz

P B3T3 % (Isovitexin) T 32w 7 & 104.28% - 4p $H15- & % £ 3.93% -

o | FUHLQ@) 258 | & [ RIFE | wick | 0% e | RSD,
(No.7) | (mg) | (mg) | (mg) (%) (%) (%)
1 0.502 1.1 1.0 22 | 1084
2 0.501 1.1 1.4 2.5 97.8
3 0.507 1.2 1.3 2.5 | 1054 10428 | 3.93
4 0.507 1.2 1.2 2.5 | 1066
5 0.504 1.1 1.4 2.6 | 1032

13




(+) +%3 & ?*ﬁ?;ii EJ*

O+ FrEH R Y Tt R Bk St S B S i
HEH R HIF F (Isowtexm)m it Hep O BEH R HIF 3
(Isovitexin) sz £ = 0.10%-0.23% - ik 7 R EH ik 4 R 375 3
(Isovitexin)enz & 7 175 3 0.10% ° 72245 4% Bede B 2597 F 2 (Isovitexin) g &
3E R A M 10000 (F % B 5 53224) -

LA L LFREH S R BAE £ (Isovitexin 7 £

PO B | R a7 % (Isovitexin) | ¢ #E R ShEE | B 357 F & (Isovitexin)
(No.) z (%) (No.) 5 £ (%)
1 (SG) 0.12 6 (NI) 0.23
2 (SE) 0.10 7 (CD) 0.02
3 (SH) 0.21 8 (NL) 0.21
4 (NO) 0.20 9 (SC) 0.10
5 (SF) 0.003 10 (NF) 0.10

14




o itexin)2. UPLC & 4%

- ) 3 5B p3F 4 (Isovitexin) 2 U _ L Sy,

o) Jfﬁ:;;ﬂsix f:ﬁz@&ﬁ:r £ 375 % (Isovitexin) {5 28 &- g 4 (] - )
1&/%? < la 0. . AR ARG

ALl
%) & #F (Isovitexin)
“] o AT
7 |
40-% !
20 I |
| A
i ‘| '1_ o ).N P \.\\__‘ -
’ h_—-—-— ——— - - I 10 12 14 rin
: 2 4 & 8

. . 2 o LC ,_‘}f‘_}%‘]
Bl-= ~ #2375 & (Isovitexin) % # 53 ;% 22 UPLC %

Y pa B 7. 3 q_
o %ﬁ;@*ﬁ%igu‘ljl;f;fgf ¢ B a7 2 (Isovitexin) ek & (B ~) o
WHGRER 6.6 AT kST B4
ALl
160

140

120

%) & % (Isovitexin)
] - EHH
80 |

B~ kRS2 UPLC & 47 B
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(L w ) B33F % (Isovitexin)shs F 882 A 5

ek

v ¢ F|48; C21H20010; Mol. Wt.:432.38; mp: 228-229 °C

(+1) 2455 % (Isovitexin) shis 4

16



(L) B 43 % 2 (Isovitexin) < 'H NMR B :#

v i te:

xin DMSO  60DMHz  2014/06/18prte

o P
= By
g 83
s € %
A
S S — T , S
13 1z 11 10 9 8 7 6 5 4 3 z 1 ppm
o ; - [ e T
4.55 .88 9.56 4.72 8.08 5.47 19.09
3.82 9.4 4.80 1.55 5.11  12.83

B4 -~ 8 357§ 2 (Isovitexin) < *H NMR % (DMSO-ds)

(+ =) B $37F % (Isovitexin) -1 1°C NMR B]:#

Isovitexin  DMSO  600MHZ  2014/06/19

T BRI

lM![L’“ e L TR

B+ ~ B H37F % (Isovitexin) 7 13C NMR ] :%(DMSO-ds)
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(+~) B 4% % (Isovitexin) e EI-MS B 2%

E:\DATA\Don, Ming-Jaw\2014\Isovitexin 9/26/2014 10:38:32 AM Isovitexin
ESI
Isovitexin #63 RT: 1.07 AV:1 NL: 1.86E7
T: + 0 ESI Full ms [ 200.00-1000.00]
. 43294
- |
918.02
80
0 313.30
g ‘
g €0 |
2
< 50 |
fo ! "
2 337.19 !
2 )
% 23025 397.08
2] ’ 367.07 I 550,64 ps268 90340 958.54
] 284.24 o 14332 48712 | 55446 60564 72243 790.52 ore.4
10] 2476 ; I H Ly 4 | 524.79 | 15‘5445 W 863.22 394-?? L C) BT gasa | .‘QF“-W " 00448
" I [ PROCL 1 L g I m If |
e AT Iai-Hvlhku\. ‘“U""*dx _,-1L_,u.+h,4 ,:_‘.IuiT.‘,‘Lu_..‘.u.= .l..nJ.I..L.;,IL‘.LLuI/.‘\\'i ]|.|....‘*tlﬂuuﬁd}l‘il‘lMJi‘;‘h‘J,JJ‘:Uy‘Lhﬁi—L&LPH'IJMLJ.L_-I'U.{HJJ-L!—ILIL L!_LIM_
200 300 350 400 450 500 550 600 650 700 750 200 850 900 950 1000
miz
Isovitexin#20 RT: 0.35 AV: 1 NL: 2.28E7 B N T
T: - ESI Full ms [ 200.00-1000.00]
100 431.18
o
o
g 10
5 &
|
25
3
7 40
[} ]
€ 4
£y 1
0
[ E . . S e ‘L-|:-- ) L el 4 I S L. .
200 250 300 350 400 450 500 550 800 850 700 50 800 850 900 950 1000
miz

B~ - ~ 2457 F 2 (Isovitexin) = EI-MS B8] 3%

(+4 ) B 4% % (Isovitexin) e FTIR B 3%

%Transmittance

1651.2

33038

a2

a0 ]

A28

2000
fem-1)

3500 1000

500

Bt - - B B33 2 (Isovitexin)ch FTIR B

18



(= +) 2455 2 (Isovitexin)ehz ~ g 1Y & =4

%4 ~ B #a§ % (Isovitexin)eha ~ g i & =5 (DMSO-dg)?

position o (600 MHz) dc (150 MHz)
2 - 163.5
3 6.78 (s) 102.8
4 - 181.9
4a - 103.4
5 - 160.6
6 - 108.9
7 - 163.2
8 6.51 (s) 93.6
8a - 156.2
1 - 121.1
2’ 7.92 (d, 9.0) 128.5
3 6.92 (d, 9.0) 115.9
4 - 161.2
5 6.92 (d, 9.0) 115.9
6 7.92 (d, 9.0) 128.5
17 4.58 (d, 9.0) 73.0
2”7 4.02 (t,9.0) 70.2
37 3.18 (t, 9.0) 78.9
47 3.11 (t,9.0) 70.6
5” 3.14-3.16 (m) 81.6
6” 3.39 (dd, 12.0, 6.0), 3.67 (dd, 6.0, 1.2) 61.4
5-OH 13.5(s)
7-OH 10.5 (brs)
4’-OH 10.3 (s)

4(Multiplicity, J in Hz) in ppm.
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Wil AR EREFASEYE

AR S g G 2R R Y AR TR B (no/mL) (TR 0 iR 7 AR G
T E R FE e
FTa N ERRY FRle s aER

I-b

m

ﬂ:

H ¥

A Rl Ak & (ng/mL)
ST BRI A2 e

b-%ﬁgﬁmy%éﬁé

m: & & Rhs

AxDxV
C= x 100%
1000 W

BTHANFE RS FRELNE AR

H e
C: #pl2 A5 8 (%)
A ¥ &k & (ng/mL)
D:#f %

Vo F 4 (mL)
W : 44 £ (mg)
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1

-t

S oL ER

4 &P 7 7 THLASPI HERBA

# < % ! Boor's Mustard Herb

A& kA& G -+ F 4 Cruciferae 1247 #5 & Thlaspi arvense L.igz 3 + 384 o
RESFARFERLY A2 S‘E%‘r P HCE o ﬁ;,ér?:ﬁli%? °

B

(-) ® &R [F2221] (¢ #2435 {cREL 2015)
—PB k5 k 100040 T g 20 mLo A2 5 A a2 30 A 48
B 0 ik ks 1{14.% AR T R 2mL g 2 3R TS
e Bk e
[ 22) (p FRF)Y
— B A Sk 10004 7 A5 10 ML A2 ik AJT 30 A 48
WWim o PR (TR RSB R o

(=) $HRiEfs P2 Pa04 (Isovitexin)$ R & > 4 @ ARG S5 1 mL
% i 7 01mg g o 175 S RARE SR
(2) &% k& +  HPTLCsilicagel 60 Fzs4 > 10 cm x 10 cm ~ 20 cm x 10 cm
(=) B B & [EBEH1] (P #43xx{cREL 2015)
— & TRk R (451 B B KR
[BmE#a2) (f B3V
—e ey Tk (5:1:1)
(z) 2 B # 10cmx10cm~20cmx 10cm
(=) % B OEBRWNEATHE 15,4 FVFER  EREE4E8Cm -
() Hd &AM AR 365nm 2 K HFRET AR -

21



S FEERZERPIFE

9 5% p ¥ 1 105/09/09

Ap¥+i% & (RH) : 65%

B ERT):27°C

[ER#2) (fp FRH)—c e "fik 5:1:1)

S BE oA 7 E
1-2>3 £ 37 (Isovitexin) (0.1 mg/mL) 1:2>5uL
4,56 Bl [E5 2 1) 2:558uL
7:8:9 WAl [FE- 2 2) 2:558uL

2% 2 *ﬁr%/pni"ﬂ v AE R NEES R Ay o e d Y R
L ERE®R 0 Fp AR ?il%ﬁxfﬁ i o mEH [T 2)
2R B E LRy (Isovitexin) iR 5A e Lul e &3 ik [552 2 2]2ul -

22



VA RRESR

# 5% p ¥ : 105/09/10

A ¥t AR (RH) @ 64%

B RRT):27°C

[ERA 1] (¢ £4 3£ fc@M#FL 2015) — 7 fF -k fEpe (405 1)R
Lis o B KR
[P 2 2] (p 7B 3) — HPTLC % ¢ (365 nm)tk 91 (¥ £373 Re e 3
0.63)

[EE#2) (pFREF)—e e "p:k (5:1:1)
[55=2 2] (f 7 3)—HPTLC % * k(365 nm)# 1 (B £57H Rr & 2
0.62)

1 : Blank

2 1 R 450 (Isovitexin)

34 wEiFiRl

5 : Spike

FERA AR I [FERZ2]) PR 2 RERBER PV RSB IRY A8
SN B PAH A d A BTk R T RP R R RA A Dy
B p R [ERH2)

23



T RED NER

F 5% p ¥ 1 105/09/10

A ¥t AR (RH) @ 64%

B ERT):27°C

[ER#2) (fp FRH)—c e "fik 5:1:1)

[ 2] (p FE#) — HPTLC [5»=2 2] (p 7 # %) — HPTLC
S b £ (254 nm)tg ¥ 2k k(365 nm) !

1 : Blank

2 1 £ 457 (Isovitexin)

3rd4fenRl

5 : Spike

BRBLE T Y T b k(365 nm) T AR OT ik ok k(254 nm) PR B2 B oA
(Isovitexin) % & .pa gt o

24



I+ pRERR

F 5% p ¥ : 105/09/10

Ap¥% & (RH) : 64%

B ERT):27°C

(Em&2] (pFRE)—2pemm: "k G:1:1)
[55-=2 2] (p 7 F%)—HPTLC ¥ ¢t (365 nm)# !

Blank

1
2 £ #3574 (Isovitexin) (0.1 mg/mL)

& &5 % 1 (NF)

o

A

3| o

W % % 3 (N)

»

Y

3,4
5°6 ¥ &% % 2 (NC)
758

9

» 10 53 % 4 (NR)

»>

1112 ¥ &% % 5 (NS)

13 Spike (# &% i% 1)

25



Blank

1
2 £ #3574 (Isovitexin) (0.1 mg/mL)

v

t 53 % 6 (NY)

S

o0 | o

& &% % 8 (CE)

3.4
5-6 th =% % 7 (CA)
78

9

N

. 10 H 5% i 9 (SC)

11 12 H 5% % 10 (SR)

13 Spike (& &% i% 1)

SHmEER N ARF2 [F2222) 2 2up gz [EREH 2]
A A e 01 B AT (Isovitexin) s % i 0 f ¥ b £ (365 nm) T kAR SLF H
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