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(- ) HPLC &k B2 K78 4=
Shimadzu SCL-10A VP ~ Diode Array Detector SPD-M10A VP ~ Column Oven
CTO-10AS VP » & 17 ¢ 1. Shiseido Capcell PAK C18 Column (250 x 4.6 mm,
5 um)

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC » ¢ 7 Binary Solvent Manager ~

Sampler Manager ~ PDA Detector ; 4 17 ¢ 4. Waters ACQUITY UPLC® BEH
C18 Column (100 x 2.1 mm, 1.7 pm)
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1. #4&*Y(Limit of Detection, LOD) : #-2 Fojk & 2 ¥ =03 it 7 S74FfF
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(+ - ) HPLC » 7% i+
1. & +7 ¢ * SHISEIDO CAPCELL PAK Cis Column (250 x 4.6 mm, 5 pum)

2. ¥Rk £ - UV 326 nm
3. ;i ¢ 1.0 mL/min
4. FHIER 135C
5.0~ 10l
6. ##4p ¢
p% 7 (min) ¥ (%) 0.1%8% & (%, V/V)
0 5 95
28 15 85
60 65 35
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2. ¥plAE 1 UV326 nm
3. sriE 0.4 mL/min
4. gHE R 1 35°C
5.A1A>% 1L
6. # o 4p :
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0 5 95
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HeE (=5 250 pg/mL 3.49
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i RHE' (n=3) 10 pg/mL -
T E %' (n=3) 25 ug/mL -
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(1) fptew o5 3%
TR BT O de w S 98.7% 4P $HR I i £ 0.83%(4 T )

2T~ K Hdemf R A TF

o Aﬁ*ﬁ?ﬁd—‘a‘ 73 & e~ B BIEE | wE | TEwdcF| R.S.D.
T (@ (mg) | (mg) (mg) | (%) (%) (%)
1 0.104 0.700 0.7 1.389 99.24
2 0.100 0.689 0.7 1.377 99.15
3 0.103 0.698 0.7 1.390 99.45 98.71 0.83
4 0.102 0.692 0.7 1.357 97.51
5 0.100 0.689 0.7 1.364 98.21

(=) 4#7 &%)
10 4 % 7
B FE s 035 0711%01*

/g B ! f" 5 "'/\ 04% ° /._FW*FgI
10000 (3 % & 5 55170) -

ﬂWF

R T SR L I »+§*§F‘%
Eiﬁﬁﬁﬂﬁﬁfiﬁr%&
KAARERY PR B T M0

A BT LRI RSN R RBLE
B4} Y5 Ve ey %4} e I YT
(No.) i 2 (%) (No.) ¢ £ (%)

1 (ST 0.428 6 (NJ) 0.694

2 (SG) 0.322 7 (NF) 0.620

3 (SE) 0.493 8 (CD) 0.523

4 (SC) 0.515 9 (NR) 0.595

5 (NN) 0.618 10 (SR) 0.646

T 32iE+S.D. 0.545+0.112
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P10 447 8 F AR FHk &30 & 10 ul ik > & 7 HPLC 45 % B
£ o

1. }é] 7 'F : SHISEIDO CAPCELL PAK Cis Column (250 x 4.6 mm, 5 pum)
2. ¥Rk £ UV 326 nm
3. ;i ¢ 1.0 mL/min
4. FHIER 135C
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(+z) BBERR+ ks § peB2 UPLC & 47
WEGTERT 436 ABAEAE T K T AL IR TILIE 5k 8 (B ) o
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(L) W5 d5§ Bt ™ ESI-MS Bl

Sinapine thiocyanate-368 #2-7 RT: 0.01-0.08 AV: 6 NL: 857E8
T: + ¢ ESI Full ms [ 150.00-850.00]

310.00
251.07

55

Relative Abundance

206.98

252.07

310.99

654.91

174.89

| 253.07
i M RSP Y B

200 250

J“311,99
T T T T

i e | S o it | G S b ) e Nt | T T 1T
450 500 550 600 850
m/z

[ it
300 350 400

‘ 656.93
I

700

= T

750

Bl--— ~ %3 & s § fe @ ESI-MS B ¥

(L4 ) A3dksf B FTIR Bl#

[
hibln
£l | ",‘

.

|
i

0
@

4l

236245

2811.16
2013.79

N

2953.77

3049.17
2838.72

3249.75

2990.82
1408.94

1299.92

@
=]
1
1219.73——

% Transmittance

1429.70

4

g

1637.47

1335.03

1244.11

1456.09

1710.89
1361.47

126863

1471.72

1167.84

2059.50

1189.53

1108.48

878.73——
760.85

626.23

668.49
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(=) K3 s f B UV B#

L EE— YT T I-600
o0 L &0n
400 ) L 400
200 ] L 200

0] Lo
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S ) FAMETRRE B R

2" +~
. O/\/ N
e

SCN-

KR R

L5 NFIHAEFHEBE A~ (CD;OD)

position ou (600 MHz) oc (150 MHz)
1 - 140.18
2 6.94 107.18
3 - 149.54
4 - 148.36
5 - 149.54
6 6.94 107.18
I - 167.85
2’ 6.45 (d, 16.2) 114.67
3 7.68 (d, 16.2) 126.30
17 3.77 (dd, 4.8, 2.4) 66.30
27 4.66 (dd, 4.8, 2.4) 58.75
3-OCH; 3.87 56.87

4-OH - -

5-OCH; 3.87 56.87
-N(CH3)5" 3.26 54.51
SCN- - 133.68

4(Multiplicity, J in Hz) in ppm.
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4 # 7. 1 RAPHANI SEMEN

# % ¢ : Radish Seed

A R A&EG S F 4 Cruciferae 44+ & § Raphanus sativus L.2- §2% = 3 &
3 o

Flede 1 DR AMEEF SRR o BOES o pA T rE

£ i e
-~

(-) % &3 [Fe2 1] (280 FL 5 - K 2013)
— Pk @ g A 10g0 4 7 AR 10 ML 4 i i 30 A 46
Wik RRESLI I AAN T2 mL 2B T
o i e o
[55222) (P 24 A X {-REL 2015)
— B Ak k 109 4ve @30 mL o e in 1] BF
P @SR FRIET 0 ST fE20mL > Aedie i 1) pEF
Wik RRESLI I AAN T 2 mL 2B T
HEin i
[55-=23) (p "R%)V
— B APk 10g 47 f5mLo A2 it AIT 30 A 4
LRSS EN SR

(=) #HmRiE®Ex  Ph 3 ks F fs % (Sinapine thiocyanate) ¥ fe 151 &> 4 @

% o prEsE ImL g 05mg g o 1T SRR SRR
=) #& % +H HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm
(z) B B & [EEH1] (24487 FL 5% - % 2013)

Y

— - F"= VIR (26:14:5)RE > BT RR
[BER& 2] (P &=+ A £ e EL 2015) v

—C gk PR (10:3:2REM B RR
[Em# 3] (p FE%F)

—ppe ok "R (30:10: 1)

10cmx 10cm ~20cm x 10 cm

F EBRHEATH 1544 P TEE BERFEH8CM
B¢ &AL YK 365nm 2 % HIERETT HRAR o

pial
e
=%

.oy

A/T/-\
pial
]

Ve
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S FRERZRARPRRE

@5 p ¥ 1 105/04/21

P 52 & (RH) © 69%

B ERT):25C

[Em& 2] (P &4 A EfrREL 2015)—2e fae fig 1 -k * P Bk (10:3:2)

S BE oA 7 2
1-2>3 K+ 4k £ § pa B (Sinapine thiocyanate) (0.5 mg/mL) |12 5uLl
4:5:6 gk 4 [55202 1] 2>5°8uL
7-8>9 Va4 [5532 2] 2:5>8ulL
10-11-12 [ #Hw&3pr4[52302 3] 2>5>8uL
ZREZ SRR FE 2 RSEBRY T ARERIHREES T T ikt BB
mod ST R DR AAE S R i EE [F5202 3])
EREELE N Fdemd g Lul o e [FP2 02 3] 20l -
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R RER
@ 59 8 1 105/04/22
p$i% A& (RH) : 67%
B AR(RT):27°C
[EmH 1) (is44d4e B0 % -452018)—= & "% : " it : -k (26:14:
BYil & 15 0 BT K R
[55= 23] (p #E%)— HPTLC % ¢ (365 nm)#& &1 (4 =+ #kFef fa ™
Rt % 58 ER% > <0.2)

[Em# 2] (P54 {rHEL 2015)—efofiy:-k: 7 (10:3:2)
RER = ERY

[55=23) (p FE%) — HPTLC # ¢ k(365 nm)# &1 (7% + sk Fi§ fo @
Rf & % 0.48)
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[EE&3) (pFRE)—pm:-k:"p (30:10:1)
[55=223) (p FF %) — HPTLC *% ¢ % (365 nm)#& 21 (% + &k s § fie B
Rf & % 0.55)

1 : Blank
20 W EF R
34 R4

5 : Spike
ERBA s [FP2 23] 2 o eERR [ERA 2] B A e
HhFdemid RBAMRERE SR RE D RS R [BRA 2]
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T o~ LR NER

P 5% p ¥ 1 105/04/22

i ¥tie A (RH) : 67%

HERERT):27°TC

[Em& 2] (P =4 A EfrREL 2015)—2 fae fig 1 -k * P Bk (10:3:2)
METS B KR

[32=;23) (p #EF%)—HPTLC [%2-=;23) (p "F%)—HPTLC
¥ ek 5k (254 nm) s ¥ 0h k(365 nm)s 41V

1 : Blank
RS YT N ¥
3047 wipin 4

5 : Spike

EERBLE S N 1 ek k(365 M) T AL 0 BT BB BEA ARz 15 o
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I~ SRR

# 5% p ¥ : 105/04/22

¥R A (RH) © 67%

B RRT):27°C

[BE& 2] (¥ #+ 3£ fc@EL 2015)—e fee fig - -k : " i (10:3:2)
LG B KR

[55-=23) (p7B%)—HPTLC % ¢ (365 nm)# !

Blank

1
2 N+ kA § pa (0.5 mg/mL)

& &% % 1(NF)

& &% % 3 (NN)

3.4
56 W &3 i 2 (NJ)
7.8

9

» 10 e &% ik 4 (NR)

1112 ¥ &% % 5 (CD)

13 Spike (¥ &% i 4)
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Blank

N+ kA § pa (0.5 mg/mL)

¥ &% % 6 (SC)

& &% % 7T (SE)

¥ &% % 8 (SG)

&5 9(S))

¥ 5% % 10 (SR)

Spike (t =i 7% 4)

Ao p ERg. [F33 23] 28 2 [BRA2) AHT S &
RS S (365 )T kAL -
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