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A AR IR L 4P B F o kiR 1T/ 2(202]) & Y FL T ke o
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o ALA (L 5)(1995) ¢ EFRjTEBI BT 2 F o ind FF Hp TR 2 368~369
—E o
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¢ 2 % (ORTHOSIPHONIS HERBA)

B
MELBLrY R 25 EHE 104 -

S KB AN R
(- )HPLC ®RE 2 k47 ¢ 1+
Shimadzu LC-2040C 3D # z Quaternary pump * Autosampler~ Thermostatted
column compartment  Diode-Array Detector; % 47 ¢ ++ Agilent ZORBAX SB-
C18 Column (250 x 4.6 mm, 5 pm) °
(=) UPLC ®RE 2 k47§ 1+
Waters AcQuity Ultra Perfermance LC > # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ? 1. Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 um)

ZREHRERZ FR KR
(=) s
? A% (HPLC grade)f# % ** Duksan Pure Chemicals Co., Ltd ; #f&(>85%)p %
SR LS I P
Z) HRRER
23 3 = £ 7 4 ps(Dehydrodiisoeugenol) P % *+ 3 L 2 A H 7 5 B R 98% 1
Foo

o~ 7‘;
(=) B GEP34Tn
BeASE K6 KRR 05g B SOmL g F ¢ o B
de r TR~ 75%7 %~ 50%° FE - ¢ AR~ 75%2 B~ 50%2 fig & 20mL o AZ
3 kAR I AT (#4 F 300 W o #E & 40 kHz) 30 4 48 0 g 10 A 48(% 4000
xg)> 1 No.l oA > Bripie#H » 25mL 2 7 £5L7 > 4eip -3 2 A -
# 3 B 8 Ja(Syringe filter, PTFE 0.45 um) » %8 o & 4~ 10 uL ;2 » HPLC >
MR E L E R 2 A G S BT AR LG SRR EREHE

o
PR T

(Z) R B T
BREAET A BB RGBS 20586 #) 9 05 g0 B S0mL 4§ ¢ o 8
Frde o~ o 20 mL o A2 AR I ARJZ(# 5 300 W o A7 5 40 kHz) 30 4 48
g 10 4 48(% 4000 x g) > 2 No.l ik » Pipie# » 25 mL 2 % £
FLY o 4eT fE R %R 0 33 £ 8 m(Svyringe filter, PTFE 0.45 um) » {8 o &
7



#-10pL i1 » HPLC > & ;
BOAPMER > T

(Z) HEREELZRR
B HRIEES3 4 -2 4520 mg > 4 10 mL 97 GRR &5
ImL 24 &= 27 4/ 200 pg st IR SR5 4 37k - £ 7 AR
20 pg/mL = $ R AR 505 % o

(2 ) & &3
BB AR AGES 20 506 #)9 02 g0 % SOmL s g @ > 4
» e fig 20mL v A2 IR F AJE(# 5 300 W 0 #7 5 40 kHz) 30 ~ 48 0 dw
10 4~ 48(% 4000 x g) » ™ No.l Ja ik *» Bopik o A AL £AFHP |
o &R~ S0mL 2% BELY o4v e B3 % B4 3 £ iR (Syringe
filter, PTFE 0.45 um) » T {¥ -

(7)) plEsz
s B B e Bt pp R A 0 s He B % 10ul o 2~ HPLC > B 2
PRSP ERRY A BT 4B R TR
(=) kEMR

BRER B § - B0 R AR S il (200 pg/mL) > 1
A 5252 B A A5 200510050 20~ 10 ~ 5.0 pg/mL ¥ e
I 5Bk o 1 B0 & B 10pL A )i~ HPLC @47 % 8 447 0 {17 %
%ﬂﬁ%iﬁ%ﬁﬁ@ﬁﬁ%ﬁﬂﬁ%&%&@%wﬁﬁﬁ@ﬁ,iﬁ

TRz SN y=ax+beriph GH R -

(=) # %A%
3 E - BT AR5 20 ug/mL 2 SRR SR el ek 5 4 4
- B0 Ak G ff At RO EHEEL

(~) A g8 e sk
N LR —#ﬁ%#%ggﬁ% R EEEHE SR RAE S 2T
FRE SR EEERHR AR R T N2 E - R0 4B s (%)
Shfh o RApHEBEL
2. R PR -0 Lp EFHE A kR 2EEHR SR AU 2 W
KR EEEHR SRR AU R 0248 24 PRI M4 § S
BoAmeng it ROAPHEEL
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TE B LER

. 18 jP]4& *T(Limit of Detection, LOD) : #-¢ ik & 2 & # 572 7% % LA
IRl L =3 kR 0 TS BRHRIALGIE o
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
FodumEienot =100l F2 kR > 5 T 2B AGTE o

(+) HAew e F sk

oiird G- BT AR TRk EEEHE A S b B9 02g
Aulber 1mL h2 42 BT AR5 0% 400 ug/ml) » ¥tk Soa i g oz
e TR T o

(+ - ) HPLC % #7if &
1. & +7 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. #%RlAE UV 274 nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 120°C
5.2 ~% 1 10puL
6. # & 4p -
¥ & (min) T A% (%) 0.1%#5 & (%)
0 67 33
45 67 33

(F2) 2% epexfHs LR

(__L

B0t B e RS REAE 2
uL ¢ 4 3 4473 » HPLC » #1718 li”fu‘émﬁlﬂ’r}b‘l

o fmeaE AR o

s E SRR B8 10

FATE N - J

Z) pExtha2 UPLC 4 {7iE it
1. k47 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. %Rl E UV 274 nm
3. stiE ¢ 0.4 mL/min
4. gHE R 135°C
5.2 >% 1L
6. # & 4p :
P ¥ (min) " % (%) 0.1%# & (%)
0 67 33
10 67 33
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mAU

] PDA Multi 1 274nm,4nm|
70
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o 5 10 15 20 25 30 35 40 a5

Bl= -7 & ¢ 8 x%Hie 52 HPLC & 17 B

N\
I

) B I
e ERRR S BAE  F LEHERRA T B Al 5
B TR REEPRH(E )

ke : =P L
- A REBRBEER

7% % N ER BRI VEEE Bt E B
" p% 1519507
75%% f% 1316833
50% " p% 741281
o fi% 1528357 N
75%¢ fit 1524144
50%¢ % 895635

10



(2 ) B & 5B i
BEMAEBR 2 ZAA B E B0 ABERR M(EFEE AN
98%) (% =) -

P EEREFHR SIS

75%9,5; iR ARG R
1= 1468457
% 2= 106026
% 3= 11433
% 4 = N.D.

(I) HREFEESI I -2 " 4pRESR
EARERZ I BT ARFXFLE D AT AE G FF BE(Y)THE
Tl E M 2N Ly =31656x —5340.2 0 R2=0.9998 > &t kR & 1.0-
200 pg/mL F 24F cns R (B =) o

7000000 3§ - B 4@
6000000 = _ 31656x — 5340.2
5000000 - R2=0.9998
¥ 4000000 -
;; 3000000 -
= 2000000 -
1000000 -
’ | .
0 100 200
& (ug/mL)

Bz 2327 A2 ERE

FAEUNE N R R IR ¥ B ET
R Jk A (ng/mL) S UER L R R

i3 AP 1.0-200 y =31656x — 5340.2 0.9998

(=) H®ARE%R
PHEET /% HPLC R Bt g A 2 4 -8 4/
MRz SR E L 5 0.08% > &k sLif * & Kp o
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(=) EHFHER UL RS
RSB T o JI* HPLC 2 B if g gt 2 4 - R 7 4
CAMZAPHEEL L 047% > i hgr BRERN c 2L B 44
4ol pENFEE S RRTPAPHEE L L 1.29% R1C LR )0 FAF HREA
3 A 24 PR A BIE XX LR o

(\)]é'/? '_E‘_%.\’EK \:—1—%‘5&’
2 F- B AmARIETS 0.10 pgmL (Fe ) TR ET5 0.50
pg/mL (B 1) °

o4 s OET T = 3rrs. S
.
o SRR
ol \
n'néMLrw_‘l—m‘wu\‘—ww
as
1.r_': T

o o 10 13 =0 3= =0 an 40 a=

Ble 4 & B 4@ i plE Uk 47 H
o]

NS RRY

. \
o N

T T T T T T T T
o 5 10 15 20 25 30 35 a0 as

BI ~2d-P" 5@z 2 B180E 7B

fow s A A I

778 P ii-2-4m
kR R.S.D. (%)
#RAE (n=5) 20 pg/mL 0.08
L4 (0=5) | & 53R (No.S) 0.47
e (n=5) ¥ &% it (No.5) 1.29
¥R (n=1) 0.10 pg/mL -
T E1%'T (n=1) 0.50 pg/mL -
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(1) ;‘?chtm’;:ﬁféﬁﬁﬁ
2E R AR TR oF 5 913%  AEHEEB LS 3.19%

(1)

| x| BEL ¥ g | TiEw i F| R.S.D.
(2 (mg) (mg) (mg) (%) (%) (%)
0.2003 | 0.4170 0.4 0.7906 93.39

0.2000 | 0.4164 0.4 0.7710 88.64

0.2000 | 0.4164 0.4 0.7702 88.44

1
2
3 0.2001 0.4166 0.4 0.7796 90.75 91.3 3.19
4
5

0.2004 0.4172 0.4 0.7975 95.05

TGEEE ) ek o2 2 2 B0 %
%rﬁipfﬂ‘%‘/’a\éi—ﬂ B ez
< A LR A R 8000

frennz £ 5 0.168-0.308% o

23 E2 0.1% - «—Pm%)fﬁié%
(% % 28800) o

- —&
\wr [full

gt

2218 B EeaBEHKkE2Li i BT AR B
4 e iR 74 E | BH% 232747 E

(No.) (%) (No.) (%)
1 (NC) 0.198 6 (CB) 0.268
2 (ND) 0.227 7 (CH) 0.244
3 (NE) 0.168 8 (SK1) 0.257
4 (NJ) 0.178 9 (SUC) 0.168
5(CA) 0.308 10 (SUD) 0.292

I 35E+S.D. 0.231£0.051
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(+-) ¢ 2F#¥H2 HPLC 45 ¥ Bl ot =
Pol0#47 B 2 RE R SRR E 10Ul 4k > 32 {7 HPLC 45 X )
 eip] %o

1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. ¥Rl E UV274 nm 3. /i ¢ 1.0 mL/min
4. FHIER 120°C 5.4 >% - 10puL
6. HH4p -
p* & (min) (%) k(%)

0 65 35

25 70 30

40 85 15

45 65 35

U0
iy

T T T [T [T [T [ [ [T e [T [ T T [T T [T [T [T [T rriT
L T N A [ /Y I/ O [ A/ T A Y A VF B

Bl ~ 103 ¢ 2 5% 442 HPLC 5 ¥ Bl3¥
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L) HRIEESL - 27 42 UPLC K 41
WHETET 678 A AT I C BT AR TS (B )

0050
0040

003 3—:

g

= 0020 /

0010 ||

0000

0.00 1.00 2.00 3.00 400 5.00 800 7.00 8 .00 9.00 10,00
Minutes

- 2427 4pERiEE &3z UPLC 47 H

+z) 7 B EEFeS2 UPLC & 7
HHGRER 6T ABAM T EEEHKR ST 24 - BT AL
(]j’g],\)o

o005
] ,‘ N
- -3
] iR 7A@
3 0.04]
0.02-]
.00 ;jk
et P R s MO e T T P e A o o B
0.00 100 2 00 300 400 5.00 800 7.00 8.00 5.00 10.00

Miinurtes
W~ 7 8RB HEEHE &2 UPLC A& 47 W
(—‘L‘Z‘L)'i‘i:ﬂ_’éﬁgﬁ”éu\—ﬁ-;\? \A\_;-E-_l;;i:,y:g%
A3 5% CooHpO4s A5 £ 1326459521 132-133°C; v & 45k 88 o

(+7)4d-37 Apasi
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(L) 24 -8~ %@ 'HNMR Bl#

Dehydrodiisoeugenol_DHS0_S00  2023/07,/13
( : il

Temp:40°C

nnnnnnnnnnnnnnnnnnnn
nnnnnnnnnnnnnnnnnnnn

mmmmmmmmmmmmmmmmmmmm

L

o
0.95 2.99 1.00
1.00.02 1.02

T
4

[

1.02

5.99

.0
3.91

T
3

Bl4 -2 & - &7 % 'HNMR B33 (DMSO-de)

(+=) 243~ 45 5CNMR Bl

ehydrodiisoeugeno) _DMSO_600 2023707712
(Temp:
P a = mEnE an W
£53s 2 3 53ss == 5%
WSS M Wwes v s
EEmE g = dz4as L b
N LY ¥ W
| | |
' |
| J ]
T T Ir T T L ! T T T T T 1 B T o o e
150 140 130 120 118 100 90 80 70 60 50 a0 30 z0 10 ppm

Bl « 2 &= 87 47 3C NMR B2 (DMSO-do)
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(+~) 323z B~ 4p 5 ESI-MS Bl

D:\Xcalibur\...\2023\CWL6_87_4

0717123 10:37:58

CWL6_87_4 #121 RT: 119 AV: 1 NL: 1.19E8
T: FTMS + p ESI Full ms [120.0000-1000.0000]

110000000
100000000

90000000

80000000

70000000

60000000

50000000

Relative Abundance

40000000

30000000

20000000

10000000
. 294.9390

261.1310

] [M+H]"

313, 349|
o ol "
L | L |

349.1411

'

[M-+Na]*

327.1592
400.2484

336.9273 | 3gp.qogp 386.2326 417.1286

HET I L,

445.3137 454

',3738

‘498. 016

260 280 300

B-L- -2 & -3 4 ESI-MS Bl

i i
T LA |

420

320

T 771t
340 360 380 400

miz

(+4)23=-27 4@ FTIR Bl

LI

440

460

g e N B

|
480 500

IThu Jul 13 10:43:22 2023 (GMT-+08:00)
804

75

1 it

65

/'/L] |
/

60 \
55 '\ {
504 [N

45

%Transmittance

2947.43

30+

25

20

Fﬂ \H

{
\

2865.89

1615.65

1452.57

1521.76

1338.92

1222.79

114619
1126.42

1032.53

953.47

592.72

812.63

3500 3000

2500 2000 1500

Wavenumbers (cm-1)

500

E]__L

3 3 - 7 A FTIR B
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(L) 2387 485UV BH

mAU
1 o
: [3'}
i/
30
] 272 nm
20 «~
4 N~
] N
10
0]
-
200.0 2250 250.0 275.0 300.0 3250 350.0 375.0 nm

) \.if'_j,;ﬂl"éﬁé:f‘f”Uvgl;‘H‘
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Zt- )2 EF R AR SRR

- 3 G- B0 AEhd AL E =45 (DMSO-do)®

position ou (600 MHz) oc (150 MHz)
2 5.05 (d, 9.6) 92.4
3 3.36-3.41 (m) 443
4 - 133.3
5 6.82 (s) 113.2
6 - 131.3
7 6.85 (s) 109.9
8 - 143.5
9 - 146.0
10 6.34 (dq, 15.6, 1.8) 130.8
11 6.12 (dq, 15.6, 6.6) 122.5
12 1.81 (dd, 6.6, 1.8) 17.9
13 1.30 (d, 6.6) 17.2
14 - 130.7
15 6.97 (d, 1.8) 110.7
16 - 147.5
17 146.6
18 6.77 (d, 8.4) 115.2
19 6.82 (dd, 8.4, 1.8) 119.1

8-OMe 3.78 (s) 55.6

15-OMe 3.76 (s) 55.6

16-OH 8.92 (s) -

4(Multiplicity, J in Hz) in ppm.
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Ve

: MYRISTICAE SEMEN
: Nutmeg Seed

D M&E G P B & f Myristicaceae .47 £ & 2 Myristica fragrans Houtt. 2_ 52
e fh = o

% &R [F222 1](4L%° FL 52k 2021) vV
— P AEE*x 20g " 1I0mL 25 AFRT 30 ~
48 0 Wi PR IFRHREBR
[552 02 2] (7 &4 A 2 {eREFL 2020)
— B Ak 2.0g 4 £ 8 f(60~90°C) 10 mL > 42§ & ¥
F 30 2480 g Brpik o (TR RSIAR
[F2223](H k" EHEES AP )
—B A gk Ak 1.0g0 4 7 0d i(60~90°C) 25 mL » 42 5 A&
T304 ~4 B Bt FRl&EBIR
HRiEE S P33 - 87 4 fs(Dehydrodiisoeugenol) ¥t fe 1% 3§ 5 > 4¢ @
R @BESE ImL g 1.0mg g o 175 HREE SRR -
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
BoA [EE&1)(E3Y 22 52k 2021) (P #4240
Z 2020)
—F ¥ B(30~60°C) : ¢ fae fig (9:1)
[EEH2)CHEY EHEES )
e e e iy (191 1)
2w 3] (p FRE)Y
e epEe i (211
f, 10cmx10cm ~20cm x 10 cm
B B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
B & R icis o B304 K254 nm)T AR 0 200 10%EE/ ¢ iR
7% (HoSO4/EtOH TS)¥g 7% 16 » 105 °CHe £ 3 %4 B 4 i %>
BT OBk T RAR o

moN S M
=
kil

pial
o
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I FEERZERPIFE
F%p P 112/08/14
P ¥R A RH)  67%
8 & (RT) : 24.7°C
[EEA3](p FRF)—L = e@mefy (2:1)
— HPTLC # ¢} 5£(254 nm)# !

—HPTLC 10%#:fie/c fEAE 4 157 2 ki )

1

S5

1-2-3

4,556

7:8°9

10> 1112

EREFE AR
B ® o ! &ﬁ/ﬁvg‘;ﬁ*
S S S T éﬁ’w‘ZuL’%ér"?:‘%i& (%522 1]5uL-

“—m—



VA RASESR
S50 8 112/08/14
P ER R RH) 2 67%
8 B (RT) : 24.7°C
[BEa 1] (Ea F2 5 m8 2021) (¥ 43 2o B FL 2020) —F
f(30~60°C) : & e fig (9: 1)
[P 1] (A A9 #2 5w ik 2021) —HPTLC % #F % (254nm)# ! (2
§- 27 AR RAESOD)

[5552 1] (4487 F2 5 r % 2021) —HPTLC 10%F /2 5280 & 4
BT Ak E - E7 4 RESO]D)
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[ERH2) (454 FHEES A9 ) —he 5o ey (191 1)
(555 1] (%7 %2 5%z 5% 2021) —HPTLC % * % (254nm)# (4 &
-~ 27 AR RIES 0)

[55 2 1] (447 #2052 5% 2021) —HPTLC 10%5: /¢ fi 2% 37 4
gwalkg(Za- 274 RES0)
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EREH3)(pFRE)—Demie@ef Q: )Y
k-3

T 1] <<§/-’§‘=c’ Z % w4k 2021) —HPTLC % ¢t £ (254nm)# 21 (2

[55= 52 1) (447 #2 %w ik 2021) —HPTLC 10%5: 4/ fs 38k & 4
BT Ak I(2 4B A/ RAE S 046)

- - -
- .- -
- - -
-
- — -
____________ a8 8
1 2 3 A0S
1 : Blank
2:3F -2 A
304t deEn R 2
5 : Spike
EHAAL AT [FRo 1] SR 0 R ( 31ER - HA
é‘ g é]ﬁ”melE'lE") ’/}&ﬁliar{;}%’% { ]o
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T RES S ER

F%p P 112/08/14

¥R ERH) : 67%

£ B (RT) : 24.7°C
[EBA3)(p FEF)
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