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A AR IR L 4P B F o kiR 1T/ 2(202]) & Y FL T ke o

# oA ARTIIt o 98 | oo

EXE S P (R SIE)(2013) 0 & P FE BlE ST A ARTIIN - 69
f;f °

PEAALR A B FRIUE F Y FETAQ018) - 4 F
HRESTL P BB R BFY TR J’zfvﬁ"ﬁé‘_ i %gi F%3R0299~320 F °
V(L $)(2002) © 37 BAE - F o A 0 L H 1 E dRAL 0 260~263
f;T °

ALY R~ B (D $)(2016) o ¢ BRI B o ARE ALE BT IRAL o
342~343 F o

PeLh s A Ff (2 5R)(2013) = @ S 40 B AR F Wl o Am 1 - A VRS R R
i L IR AL 0 291~292 T o

PR L L f £(2020) ¢ ¢ E 4R E e FL 2020 #5530 e AR P BF
ZEpLP A 0 167~168 F o

R pZEL LR €(2009) ¢ B4 AL foRBL P BHEHRTLI RE 4 L
A dVRAE 0 221 F e

A2 (L 5)(1995) ¢ BT ES It 2 F o in PEPTIRAL 374 T o
F R (RA H)(2020) % RMEHEH =L o ¢ MFFHPIL AR -
114~116 § -

SRM(A $0)(2021) 7 B Y FH 2 A Y B BEWRIL 5 =P R AR IRA
132 F -

2AE ~ALE (D 5)(2019) o & B ko sk o LT L HE D R AL o 279~280
';T °

PRE RS e s B RS T(1997) 0 ¢ R Y 4 E (R
BIL 3o B LAk 1 4RAL © 91~92 F o

T BIH(L S)(2018)c ¥ F ¥ EHfa+ k¢ BL o aa IR (7 B ARE
FoprdisRAr o 136~137 B o



v % = (SINAPIS ALBAE SEMEN)

-— \ﬁ%:i"
B ER Y F R A ERE 105

CHRER AR
(- ) HPLC &k B2 K78 4=
Agilent 1260 Infinity I » & 7 Quaternary pump ~ Autosampler ~ Thermostatted

column compartment ~ Diode-Array Detector ; & +7 ”;? . COSMOSIL 5C;3-MS-
IT Packed Column (250 x 4.6 mm, 5 pm) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Perfermance LC » # 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & 47 *g 1+ Waters ACQUITY UPLC® BEH Cl18
Column (100 x 2.1 mm, 1.7 um) °

ZRRERE PR K

(- )
? B (HPLC grade)~ ¢ % (HPLC grade)rt ¥ ** Duksan Pure Chemicals Co., Ltd;
Eﬁkﬁ’x(SS%)F‘f—a LR AP o

 + #kFr§ fix R (Sinapine thiocyanate)p- ¥ >+ 3 & 4 o flf o & 5 B R 98%14
Eoo

T o~ h ok
(=) & iz E‘/"&l@pr“w
ek T F i REAAEE1.0g0 B SOmL s g ¢ Bapde

>R ~T5%T B% ~ 50%7 B% ~ 25%° B% ~ ¢ B ~ 75%¢ B% ~ 50%¢2 B & 25
mL - 42§ A3 T rI2(# F 300 W > #7 5 40kHz) 30 4 45 0 &rew 10 4 485(.9
4000 x g) » 12 No.l Jo A iEim » B # » 25mL 22 Z 517 » 4ei3 403 %)
B 4% 3 £ i & (Syringe filter, PTFE 0.45 um)> ¥ {¥ - & 4+ 10 uL ;= » HPLC>
MATREESE R AT RBAR A e AR EY A EHE R
B o

(=) R EPTHGTR
BRI AP RGBS 20506 %)% 1.0g> & 50mL o g @ o B
der 25%7 FR 25 mL o A2 k3R T ASE(# 5 300 W o #F & 40kHz) 30 4 46
oo 10 4 48(5 4000 x g) > 12 No.l Ja Ak » B~ # » 25mL 2 % £ 5%



P 4 25%% B8 3 % R 0 #% 3 /s (Syringe filter, PTFE 0.45 pm) » 48 -
F4210pL i » HPLC > RANA T4 P32 5 5B vi24 > 2 FI A5
WA PR E PR 2 DENE R F Pk

(Z2) HREE SRR
WA fL P4t R &7 S keand BEB 40mgo e 10mL 125%° fs =
F 1mL g A +dkAr A 400 pg ¥ AR ek i i3 0 1002 25%° R
LA Fderd g @ 100 pg/mL @ = 5 RARE L3R

(2 ) &3
BFEFLP- A Gds R(GE ¥ 20 L6 ) 1.0 g0 % SO0mL o g @ >
FEde ~ 25%9 F% 25mL > AZE AR IF AIE(34 F 300 W » #E & 40 kHz) 30 A
4 > B 10 & 48(5 4000x g) » 14 No.l g KB » P-igie# » 50mL 2. %
AP O EAF D1 04 25% 7 R 3 %) R 0 4% 3 £ 18 (Syringe filter, PTFE
0.45 um) » T o

(1) plEiz
b G FE e B R AR oA e s ¢ A% 10 Lo J2 ~ HPLC - B 2o

AR MG AR Ak BB R TE o

(=) ®wEMR
Brgo B FakAnd PR R AR R A R 3 £ (400 pg/mL) 0 T AR
A § A aRERE BB A S5 400 ~ 200 ~ 100 ~ 50 ~ 5.0 pg/mL ¥ e 1 28
SR e M AR P 10 pL A~ Wi~ HPLC &7 28 » 47 > 1 Rk
i@r‘%f‘ BOE G AR (y o) fodt AR 2 kR (x h)E TR iF o R e
TRz SN y=ax+berph GH R -

(=) #BARE%
YUK EERF FAB S 100 pg/mL 2 HREE SR el FER S £
FAGEF PR G A AR ROPHIREL o

() TSR U FR
L g4 B -3 B0 R3S A ki 73 EHERREATE S
FEBSHF R BRI R ERPIZ o NI RO ‘E_(%)
Sdptk o ROAPEHERE X -
AR ST A SRS R R RS S E R
e K3 BEREAR o A8 024824 ] FFEARBIT 0 UK Fdk
Fri peBeng 8 S4pik o RAOAPEHREEL -
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(4 ) WplHz®
1.

182 L E B UER
IR ‘l(lelt of Detection, LOD) * #-¢ Jrik & 2 R0 573 7 7 $74FF - &
P :%%’;uﬁf‘:%”y =31 2 kR i 5 18R] ’E‘;K\'\:"r—' B o

. & & "Y(Limit of Quantification, LOQ) : #-2 ik & 2 & 573 ik 7 4748 -
oz

%’;UX’E‘F%LLf’le.IE?’: /%)i"?v*ﬂ%ék\lp\i B o

(+) HAew e F sk

(__L

Bet SrW R LT

GRS AIEHE AL 5 0 F pERERY
02g> Aulbe » K3 RFT T 1.2

mg> TR SAREE 2 EITRI

- ) HPLC % #71% ¢
1. & +7 ¢ * COSMOSIL 5C;s-MS-II Packed Column (250 x 4.6 mm, 5 pm)
2. ¥&pAE UV 326 nm
3. stiE ¢ 1.0 mL/min
4. gHE R 125°C
5.2 ~% 1 10puL
6. #HAp -
P ¥ (min) T A% (%) 0.1%Fpa(v/v, %)
0 25 75
30 25 75

(=) 2873 89 384z 2R
i 1047 B0 F;%%ﬁ'ﬂ*ﬁwzpzliﬁi%" ?i"ﬁ’l‘ﬁrwp o 2210
ul i 4 3 453 ~ HPLC > #7118 T30 4 6 ff ki | 258 B & 7+ dk
Fry @y At g B oo

(L2) 6 %3 &2 UPLC A 55 #
1. k47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%plAE UV 326 nm
3. i 0.4 mL/min
4. LB R 125°C
5.4 ~% 11l
6. # & 4p :
¥ ¥ (min) 7 % (%) 0.1%F4p& (v/v, %)
0 25 75
5 25 75




I 8%
(- ) HBREE S+ ds§ pi @2 HPLC & 47
WHE TR AR AT h A AR R R (- ) o

DAD1C,Sig=326,4 Ref=off

550 e =
5007 U ETE N
450 /
400
350
300
250
200
1501
1007
501

mAU

— T T 1 T T 71T T T T T T T T T T T T 7T — T T T T T T 7T
o 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
Time [min]

Bl- ~ 7 Fdesid B R RARE 505 7% 2 HPLC & 17 B

(=) ® &9 7+ &R 52 HPLC & 17
NHFGED A48 ABEMT Y A ERRSY A ek B ks
(=) " Hdkmf BBARIR)E 3T FEFAF(MN: 1.1 308 5 ki
L RS

DAD1C,Sig=326,4 Ref=off

mAU
w
8

CI

0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
Time [min]

Bl- -5 89 %3 FHk 52 HPLC & 17 B
=) B EBR TR

YL25%F FRAR GIBERRE > BB E R ATIE N F ek d R B
BAE B o BT 25%7 FEA R A BB EBAE(E - )
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o 2R EFRRSETE

RS h G EkERF PR 6 AR B it BB
" p% 473

5% f% 710

50%° f% 1317

25%° fi% 2661 v
 fi% 67

75%¢ fi% 268

50%¢2 fig 1608

(z) bt 35 dei= i
BERASY 2K FPo ARl C T IRATRAT R M(Fr
X 08%) (£ 7) ¢

22 0 N Eie S5 P iGT R

25%° fis RS IS L DA
¥ 1= 2623.53
2= 516.44
¥ 3% 31.41
¥ 4% N.D.

(I) HREES TS dmi AR ER
L2 kERR AT BB b E1TR%E & i 05 B E()THE I e
M 4250 5 y=26.222x-40.019 » R2=0.9997 » & v k& & 5.0-400 pg/mL
F AR Y R(BZ) -

12000 ¢ ¥ 3 i m@

10000+ y =26.222x - 40.019
e 8000 © R>=0.9997
e
& 6000
i
2 4000

2000

0 L
0 200 400
% A& (ng/mL)

B= ~ 7+ g H%&%~ﬁ =)

11



FZ K ki B RER N
HEEE 5 ik A& (ng/mL) St w > A5 R
il TTE WA 5.0-400 y =26.222x - 40.019 0.9997
FoRE%EMT o f1* HPLC R B F R A 24 K3 dhimn i @B

WRARAHREL S 0.13% & j sy R £p

(=)

£ A AR TN R

P % &% BT {17 HPLC R i e 47 1 L4
EAF 2 AR R £ S 1.69%

/| B*F\a" ToARTPAPHEEL L 1.98% LR > F
JE]Z‘,:P\ mé‘ ) E]J_m_—\ —\gc_ﬂ

24

( N ) ,g P ,f;_;;m 1_,';:
L T
CESE

DAD1C,Sig=3264 Refzof

T &A%
E S BRI R AR

llllllllllllllll

0123 456789101121 UK
Tine [min]

Ble 55 dmf @R

llllllllllllll

MTHODA2DUBBTBHY

2 1 B LK 47

l——“%‘-‘
%

MR RN T AT LB

5.0 ng/mL (Blz) > =&

DADIC =024 el

VR Ty W
& 24

Cr g R4 4 4

%5 0.01 pg/mL

s

//T

Fonn]

TR

A S

R

B~

Tine [min

K ukALE AT 2

S
T23 4567 890NN NBUBBETHODA2BUBETBYY

£ 45 UK 17 W)

Few ~ LIS AT
W iRIIE P U Y i
kR R.S.D. (%)
HHRE (=5 100 pg/mL 0.13
£4F (n=5) | ¥ &%k (No.7) 1.69
BE (0=5) | k&aa®NoT) | 198
i R& T (n=1) 5.0 ng/mL -
TE &' (n=1) 0.01 ug/mL -
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(1) 7

%3 ~ K FekFig pi

4vﬁb1{—v R
TR BT O e w e 5 97.8%  Ap R AL 5 1.13% (%
)o

=g

fﬂﬂ

ZHHE| 2 *ﬁ i v~ B BEE v F | T isw e F| R.S.D.

o (2) (mg) (mg) (mg) (%) (%) (%)
1 | 02001 | 1.7203 1.2 2.8878 | 9729
2 | 02000 | 1.7194 1.2 2.8732 | 96.15
3 | 02001 | 1.7203 1.2 2.8974 | 98.10 97.8 1.13
4 | 02005 | 1.7237 1.2 2.9093 | 98.80
5 | 02005 | 1.7237 1.2 2.9080 | 98.69

(1) 287 G n+FHz 2R T

10 #L SR EHL BRI AR GRS R 2 R FIME T R
S 0.647-0.864% « kv KT FEH A RS A TS i LR en
A 0.5% o T BB R dk AT LB L 3 R 0T 5000 (F
9780) -

3% e fB
[EN 'al
W Iy ~N>

F2ANEHV BRI EHR SN I RBEOE

Rl . (ET T I C R
(No.) (%)

1 (NF) 0.864

2 (NO) 0.703

3 (NRA) 0.727

4(CA) 0.709

5(CB) 0.793

6 (CH) 0.690

7 (SK1) 0.698

8 (SK3) 0.673

9 (SU2) 0.690

10 (SUD) 0647

L 32E4S.D. 0.719+0.064
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(+-) 6 %+ FH2 HPLC 45 = B3 e =
P10 447 &ou W EHHR &SGR L 10 ub etk 0 217 HPLC 4p X )
iR e

1. & 47 ¢ : COSMOSIL 5C;3-MS-II Packed Column (250 x 4.6 mm, 5 pm)
2. Bl £ UV 326 nm 3. ik ¢ 1.0 mL/min
4. FHIER 125°C 5.2 >% 1 10puL
6. # & 4p -
P& ¥ (min) e 5% (%) 0.1%#4 . (v/v, %)

0 2 98

10 15 85

15 30 70

25 45 55

30 100 0

i M | L ] J A 10
R W L e

” — e N 8 )
I i
A _— | | JMQJ‘ ~ 4 6

" = A LA A ~A
| ) 1
0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

Time [min)

B> ~ 10449 &+ 42 HPLC 45 ¥ Bl 3#
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- o) HREE 2 UPLC & 17
%“,%?E&Fé& 1.37 /,J\Aﬁz_}f@&p‘f 7‘,’-4 %m%’ ﬁﬁ_ﬁ%‘f%ﬂ%‘ﬁ%lﬁ*i&(g}
iy ) o

0.60

0.40
) i
< | /
- ﬂ¥,
0-00 I I I I I I I I I I I I I I I I I I I I
0.00 1.00 2.00 3.00 4.00 5.00
Minutes

=4

4
e
Bal
B
g7

B= % kA § i B R ARE S35 2 UPLC & 15

(=) % &d 7+ Fig &2 UPLC A 47
WG 136 2 AN T KT AT LT R S ()
,\) o

1.00

0.80

0.60-

™

0.40-
0.20
0'00; 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1 ‘ 1 1 1 1
0.00 1.00 2.00 3.00 4.00 5.00

Minutes

B~ ~ 3 &9 7+ FHe 52 UPLC & 17 B
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(“o) FIRFFRBSLI N LI EEG B
A+ 5% 1 CieHuNOs'SCN™ 3 »+ 8 136845 32 1 180-181°C; v ¢ F4¥ -

(L3) %5 e d R i
O X O/\/N\

HO
_O

(++) %+ 4km ¥ i% 5 'HNMR Bl

Sinapine thiocyanate DASD_B00 2024,02/29 (CWLZ-6)

& - w0 e . wasdae %

5] E g2 & Sopoow 8 )

= - @ e M0 M N L] | ¢
0 |

Fv.ies

—7.021

—.568
¥
bt
1
o
0.
5i

Y

‘ H - II . B I § A A

— . e e o ST .

] 8 7 5 5 a 3 z

ppm

=

w e w [} L iy L
0.58 2.00 2.02 2.06
0.9% 1.00 B.05 9.09

B4 ~ K3 dkF§ p2 R 0 'HNMR Bl (DMSO-do)
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(L= ) % +ékmn§ pa% e PCNMR B #

Simapine thiccyanate DHSO_EO0 2024/02,28 (CWL2-8)

] g8 3 R £E 2 2 E=F EEEEas
g gs 2 5 3 £ .8 & fEs meassmse
I 17 '[ ~| T "| "| | (1 Wl
1| | e
i| I | \ |
: e A A Ll G VI st e
160 140 120 100 80 60 a0 20 ppm

Bl ~ F 3 kA § fe T 3C NMR B3 (DMSO-de)

(+~) W3 ikFr§ e B ESI-MS Bl

CWL2_6_SCN_50MeOH_MeOH #179 RT: 1.73 AV: 1 NL: 1.75E8
T: FTMS + p ESI Full ms [100.0000-1000.0000] oo [M-SCN]+
17000000

160000000=
1500000005
1400000002
130000000
120000000
1100000007
100000000

90000000
80000000

Relative Abundance

70000000~
60000000
50000000
40000000]
3000000
2000000
1000000

141.9586

‘ 171.0990 276.9459
Ll h| "'}""I .l |,211.0939 | 1 322.9510 3721649 438.9155  489.3405 533.3660 597.3660
LI L S s !

I T S | N S i e P s e ) v T T T
0 150 200 250 300 350 400 450 500 550 600
m/z

Bl — &3 #F§ B ESIMS Bl

aoru\?llll?uu?\n
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(L4 ) A3 4km§ feBnFTIR B:#

Mon Feb 26 17:04:00 2024 , Sinapine thiocyanate

857 \
Eo;«ﬂw}%\ =2 1| |||{ A (ﬁ| .

70 \\

] \
85 \

‘ m ;
|
|
|
[

—
299437 =

e
25078

>

-

346630 ———
>
284118

624.85

3048.73

60

- m—
3251.34

9889% 94

55

3355.11

501

1605.77
6
B

%Transmittance

(=]

] &

E @

= w
45 2
1 =

40

1640.36
1519.29

357

1716.95
1109.13

30

25

2062.87
1165.96

20
157

104

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

B -~ %3 aksc§ p B FTIR B3

(=) F+akm§ pB UV R

1.372 Peak 1

2381 238 nm

L T T [ T T 1 [ T Tt T [ T T T [ T T T [ T T T [ T T T [ T T T [ T T

T ‘ T
22000 24000  260.00  280.00  300.00  320.00 340.00  360.00  380.00  400.00
nm
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=+-) W;%ﬁ%’ﬁ’;ﬁr‘f’!i N L

FS W FRFEBE B F 4 (DMSO-do)

position ou (600 MHz) oc (150 MHz)
1 - 165.9
2 6.54 (d, 16.2) 114.0
3 7.60 (d, 16.2) 146.2
4 - 124.1
5,9 7.02 (s) 106.4
6,8 - 148.0
7 - 138.7
I 4.57 (m) 57.6
2 3.71 (m) 64.0
6-OCH3, 8-OCH3 3.80 (s) 56.1
-N*(CHz3)3 3.16 (s) 53.0
SCN- - 129.4

4(Multiplicity, J in Hz) in ppm.
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v K3+

4 % 7 LYCII RADICIS CORTEX

# <% % Woltberry Rootbark

A R AEG S F 4 Cruciferae .47 v % Sinapis alba L.2_ 5% = 35+ -

() #w &R [Fo2 2 11 (E8Y L vem 2021) (¢ #4325
ﬂfr@q%—gi 2020>>
— B h Gk 1.0g 4" A SO0mL - 423 AT 1] B
Wi AT RANTFESmLR 2B TS
I
(5522 2)CA %7 EHHRFEFLL)
— Bk Z k0.2 g0 4 50%2 A% 10 mL > 425 =T 30
A8 W iR A AR 50%e B 1mL i 2% fF
7%fg~’f§rr%f§fl °
(55202 3](p FRA)Y
— Bk Sk 1.0go 4 i SmL o 423 3R T 30 A 4
Wi TR EIBR

(=) #HRERER P% 3 dkFF LB (Sinapine cyanide sulfonate) ¥t pe 1% 2 &

i o AP A E I mL 7 1.0 mg ep R 0 1T G HBRE RS

iR e

(=) & & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm

() B B & [ERH1)(L8° ZFL 5k 2021) (¢ 24 A2 4rR
2 2020) (AR FHEES L)
—Cv kg s ppE TRk 35:5:1100))
[EE#2) (p 7BFF)Y
—o et TRk (10:2:3)

() B B f 10cmx10cm~20cm x 10cm

() & B OEBRGFALIG I5A24 + FREF > BEREHSm -

() ¥ &R higfs E3%HELBO65nm)T A2 o

20



S FEERZRRPG
F %P 113/03/20
A% R (RH) : 34%
B B (RT) : 20.1 °C
[ER& 2) (p "R BF)—e fee g "f -k (10:2:3)
—HPTLC ¥ * k(365 nm)# !

5L o LISk
1>2-3 K+ &k AF ph (1.0 mg/mL) 1>2>5uL
4>556 a3 [F222 1] 1>2>5uL
7°8°9 Va3 [5522 2] 1>2>5uL
10>11512 | #5373 [F52 3] 122550l

FRFZ AT Z O RERRY EVARBRNT I BB T
P HEERGY o &gt p ARY [Fe 23]
BRI E A IR EB 22Ul ek [F5202 3] 2ul -
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ZO R RE R

?1'56% p ¥ 113/03/20

0 %% & (RH) © 34%

8 B (RT) : 20.1°C
[EBA 1)(E8Y L 5w im 2021) (¢ F4 AL fe@BL 2020) (4 %
BEHEEL AP ) —e et TRk B5:5:011:0.5)
[55 2 3) (p 7% % )—HPTLC % ¢ &£365nm)t& (% F #kFif @R

B3 021)
[EBR& 2)(p FR#F)—e e gt P17k (10:2:3)Y
[55=24) (p 7% %)—HPTLC % *t £(365nm)¥ 1\(F + #Frf fa® R
E 5 0.42)

1 : Blank 3.4 ERR3

RV Y NS 5 6 : Spike

ERAG AR N FRF L [FB323) 3N up B [BEEH2) E
BoBmehh Fapand BB RERY o ARG L i [ERA 2]

22



o LR NER

F5%p ¥ 113/03/20

i ¥R R (RH) © 34%

8 B (RT) : 20.1°C
[Em&2) (p FEF)—Lfaefig: "tk (10:2:3)
(5520 3)p FA%)—HPTLCF [%5= 2 3)(p 7R %)—HPTLC %
ERES K ?k k(254 nm) ¥ N

[52=i2 3](p 7 B3 )—HPTLC %
7k k(365 nm)ts 11V

1 - Blank 304 &R 3
20 R ekAT B 5> 6 : Spike

BRBLE S A ok (365 nm) Ak 0 F P BT A A2 i o
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I~ 38 3 B RS R
F 5% P 113/03/20
0 4% & (RH) : 34%
8 B (RT) : 20.1 °C
[Em#2) (F R —ofefiz: "k (10:2:3)
[ 55 2 3) (p 7 #%)—HPTLC ¥ ¢ %(365 nm)# !

Blank 78 ¥ &% % 3 (NRA)
NI ERB(.0mgmL) | 9010 | # &%k 4(CA)

34 | &5 iR 1(NF) 1112 | %53

¥
Tlw|s|w

=

Q

=

56 | &% 2 (NO) 13 | Spike (#
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