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(- )HPLC ®RE 2 k47§ 1+
Agilent 1260 Infinity I » # z QuatPump G7111A - Vialsampler G7129A -
MCT G7116A ~ DAD G7115A ; % 45 ¢ 1= GL Sciences Inertsil ODS-3 C18
Column (250 x 4.6 mm, 5 pum) °

- )UPLC & B2 A i7¢ 1L

Waters AcQuity Ultra Perfermance LC > # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; % 7 ¥ . Waters ACQUITY UPLC® BEH C138
Column (100 x 2.1 mm, 1.7 pm) °

I RHERE FA KR
(=) ##
" f% (HPLC grade)p-% »+ - 4853 Ao @ o
= ) HRAEE S
# & J= fit (Pulegone) CAS No. 89-82-7, * & 99.95%, Lot No. 60855, pL>+
MCE 4 3 & 3 % fF o

T o~k
(=) B GEPBHTR
BPAERRTRFPEEHEG10g B SOmL g P o1 > E
Fe4v ~ 25mL 7 A ~ 425 4R i AR (F F 3OOW » #f 5 40 kHz) 30 4 45 ;
Y6 B ~ 7R ~T5%7 B3 ~50%7 B~ ¢ BE o~ 75%2 fig ~ 50%¢ pE &
25 mL > & F AT aJ2(H 5 300 W - #F 5 40 kHz) 60 4 45 > &< 10 &~
(%) 4000 x g) » BP~_t 75 i% i Jg (Syringe filter, PTFE 0.45 pm) » ¥ {F o = &
10 pL 72 » HPLC > m#rp|F e 82 # A b Ao 5 B E5 R
REVZ A4 -

(=) B EFREGER
WrRs Pk ol KB % 20 56 )% 1.0g> % S0mL &< g ¢ > #

Fode ~ ®FR 25mL o A2 5 4R T RJZ(# F 300 W o 4E 5 40kHz) 60 4+ 4 -
s 10 A 48(4 4000 x g) > ™ No.l Jh Bk » Bhie# » 25mL 2 3 £
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o

7



(Z) HRRESER
BRIP4 AR 53 A 40mg o 4e 10 mL h? FRHl & F | mL
7 JT k400 pug ot RIS GEE R R 0 2000 mRAR D o AR 100
png/mL @ = H BRI AR o

(z) &R
BREFLE- A 5 R (% 20 5LéF %) 1.0g> B S0mL &< ¢ ¢ o gt
»Bﬁjﬁﬂnﬁgﬁﬁfw&ﬁ’ﬁwNM%%&%%XQ’UNM
T A AN EATHRE 1 S SR RR O ~ S50mL 2 F B0 o
e " AR R %R > 3% 3 £ i#8/g(Syringe filter, PTFE 0.45 um) » {7 o

ERESE
A B B pE G B R AR A R s He &3 10l s 2 ~ HPLC > B 2
AR ﬁ)ig%ﬁwlﬁzﬁéégﬁfﬁﬁﬁﬁjgi’Ef’l"?g'o

() wER
B Fa e Powh e b 3 PR AR S0 U £ (400 pg/mlL) 0 4 A # 4R 7%
RS 2 4 %% 2002 100250~10 5.0 pg/mL ¥t R 1R 2 5275 % o
AR AP 10uL & Wik~ HPLC i 7 28 A 47 0 1% HREE 22 3
o fi(y ) fr RFE SRR )R FRE T F > T REFRERL
25t y=ax+b & ip bl ki R -

(=) # %R E%K
P E AR 5 100 pg/mL 2o HRARE A R e 5 4 e e
At e % G A 5 gk o RAOAPEARE L -

(~) THPER MR
LA DB - 300 R RE R & 0 RAIRFM R S WA
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(1 ) BRI T E R GER
. 18 jP]4& *T(Limit of Detection, LOD) : #-¢ ik & 2 & # 572 7% % LA
TOELRRIOL R =3 pE2 kR (FA BRI E o
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
FodumEienot =100l F2 kR > 5 T 2B AGTE o

(1) e w3k
P dret FUEp F AR RERE RS 0 F RPN 02 g0
AW B R AR 0.6 mg o T dede SR W 2 R R TR A

(+ - ) HPLC » 7% i+

1. & 47 ¢ * GL Sciences Inertsil ODS-3 C18 Column (250 x 4.6 mm, 5 pm)
2. ¥ RIAE UV 254 nm
3. s#i# ¢ 1.0 mL/min
4. FHLE R 1 25°C
5.0~ 110
6. # & 4p -
P ¥ (min) ? f3 (%) k(%)
0 60 40
30 60 40

(=) 487 §3nfag 2R
Po10 447 AN REH AR SRR EE  F WA RSBR L 10
uL s 4 3 452 » HPLC» *7iR T3 ¥ & ff R [ 2N B & Wi
fib e A g R

(+ =) # FfAEHk &2 UPLC 4 {7 if i

1. & 47 ? * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%plAE UV 254 nm
3. sriE 1 0.4 mL/min
4. FHER 125°C
5.7~ 1 1pL
6. # & 4p :
P ¥ (min) " 75 (%) k(%)
0 60 40
8 60 40
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Bl= ~ 3 &34 A&k &2 HPLC & 17 B

Z) BREEPIEERZ R ]
YUY ORR R R B 0 AT AART 60 4 4EPE 0 F H il 3 riE e
B O B B o BT T R R S RRRERRE(R )
Lo R REFBEE 2 BEGER

i & % B B I LR B A Boit BB
i&;(’) ’ig‘f v A 3308.262
v pE 3334.708 \

75%° fi% 1486.286

25 hEY 50%° % 2526.518
60 & 45  fig 3071.342
75%¢ fE 3203.400

50%2 s 3209.213
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%%ﬁﬁi% A A S B WA F PR D (F P54 3 98%) (%

Z)e
Lo ERREHE S G
v A% o8 J R A B
% 1= 2932.903
% 2= 303.647
% 3= 41.389
% 4 = 10.926
% 5= 4.739

(I ) HPREER EimikE R
ErARRREFERFMOOEE P A ITAE G DF BE() T I Dk
M2 A28 5 y=17.53x-22.839 » R?=0.9999 » % Jk & & 5.0-200 ug/mL
’ﬁ LAF e R(BlZ) e

LI Em’
4000
3500 | y=17.53x - 22.839
3000 | R?=0.9999
#2500
ﬁg 2000
= 1500
1000
500
0 1 1 1 J
0 50 100 150 200
k& (pg/mL )

Bl= ~ & Bk 2 & £ SLE

Lz PR A A5

¥R AR & JE B (ug/mL) Ay il ¥ R?
7 & g bk 5.0-200 y=17.53x - 22.839 0.9999

() H %R
FoEEHT I HPLC TR FEE R AR W B $ AR 2
AEIEREL L 0.53% 0 Bk S * & R o
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[mALY)

(=) EHPERELRR
F %% %87 0 fi* HP
ZAPHRE AL L 1.05% 0 &,
LRI EZ S 0.1
PER oA o BlE S A LB o

(~) HpiER e iif@*ﬁl;ﬁ%
' L8l

T
© 2 4 & B 10 13 13 16 18 20 22 24 2% 2% W
[mm]

Bl ~ 2 i b 2 1 R1E A 15 ]

fow s AT A

LC z 8t ehd i  # EFmiifld
AL R MR RPN o B E AR A 24 ) PP AR
6% > i LA | FEF REAITIE24 )

RIHE*L 2 0.02 pg/mL (Flez ) > TE &5 0.05 ug/mL (F

[maAry
ImALy

0 2 4 6 K 1012 M 16 I8 0 X M B X W
[mm]

e R 3E P # I fe pk
kR R.S.D. (%)
HeRE  (n=5) 100 pg/mL 0.53
EAEE (0=5) & &% it (No.9) 1.05
rEE  (0=5) & &% it (No.9) 0.16
(1R AN] 0.02 pg/mL -
TE®ER 0.05 pg/mL -
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(1) Fdew o ik
BT R e w T 5 104.1% 0 PEHEE G L 5 2.04% (£ T ) e

2T~ E R e w g

o EHHEE] 778 | 42 ® | BEE | wieF | TwyeF |[RSD.

T (@ (mg) | (mg) | (mg (%) (%) (%)
1 0.5001 3.5331 32 6.8243 103.35
2 0.5003 3.5345 32 6.9529 107.37
3 0.5003 3.5345 32 6.9172 106.25 104.06 2.04
4 0.5004 3.5352 32 6.9319 106.71
5 0.5000 3.5324 3.2 6.7117 101.71

(1) 487 e nREHT ERT
10337 n B2 7 R LR * e F)od = 907 0 2 Hirfring
£ 5 0.537-0810% > 2Hk& K REHEA A ez £7 @00
0.74% o T ok ¥ ke ot & Jm pk L8 35 B 7 10 3000 (% E 5 11588) e

B BB BE T REMRE L R R

F ik s g R 0 s g §
(No.) (%) (No.) (%)
1(NJ) 0.746 6(NX) 0.537
2(NRA-1) 0.557 7(CA) 0.579
3(NRA-2) 0.618 8(SCA) 0.810
4(NRB) 0.599 9(SK2) 0.668
5(NWB) 0.600 10(SK5) 0.578
T35 4S.D. 0.629+0.087
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5% f8 %4 2. HPLC 4p & Bl erud =

B 10 47 &5 A REE S5 0% & 10 ul 24k > i §7 HPLC 45 ¥ [

¥ ehin] e

(mALY)

1. %47 : GL Sciences Inertsil ODS-3 Column (250 x 4.6 mm, 5 um)
2. ¥Rl E UV 254 nm 3. /i ¢ 1.0 mL/min
4. FHER 1 25°C 5.~ % 110l
6. ##4p ¢
P 7 (min) " % (%) k(%)
0 30 70
12 40 60
30 95 5
160 7 Ei\%—ﬁﬁ
FEns \A
= 9
ML—A B L ¥ SRR S =
3201 | 8
|I
300 | ll__ S SIS NERNEC = A I B -
7230 ||I|. | 6 .
180 | || & S A —_._.—5——'—'
:::—L—_-____M_/\ S, Jn'l..-__ 4
100 3
80 I
tJ«_‘_u_zm Men J 2
| .

B~ 10 #4357 5 o #H2 HPLC 45 & W3
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=) #RARE R Ak 2 UPLC & 47
T PR 3.68 & 4B B T 7 R Ak R AR LR (]S ) o

0.30
0.20
2 7 R
0.10
O.OO ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ] ‘ ] ] ] ]
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

Minutes

W=~ ¢ RS RO 503 7 2 UPLC & 47

(+=z)# @ﬂfﬁ@g%ﬁﬁr’ UPLC & 47
WF PR 3.64 A SRR B ARETHE S0 ¢ U k0 () -

0.40
0.30]
2 020

0.10]

0.00-1
[ [ [ [ [ [ [ [ [ [ [ [ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ [ [ [ [ [ [ [ [
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes

B~ ~ B &R MR E MR 52 UPLC & 17 B
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(=) ¢ iFpen °C NMR Bl3#

CARBON_01 — Pulegone_CDCI3_600 2015/09/14—

8
[=]
(6]
© ] 3 cow o ©m o0 o
3 3 S N4 2 o m N
] T o NINF 5 85849
~ RN
10 200 190 180 170 160 150 140 150 120 110 100 do §0 70 30 4o kD) Jo
f1 (ppm)
2R 3T 2 13 =3
B+ ~ & & jepk i °C NMR [ (CDCls)
g P ’ 2 >3
(+ ™) & =pr e ESI-MS Bl 3
D:\Xcalibur\Data\LO,|-Wen\2025\Pulegone 07/22/25 16:30:18
Pulegone #123 RT: 1.22 AV: 1 NL: 2.35E8 o
T: FTMS + p ESI Full ms [100.0000-1200.0000]
- 131271 [M + H]+
220000000
200000000
: 175.1090
180000000 [M + Na]+
160000000 /
& 140000000
3
: g
2 120000000
(] -
2 ]
5 100000000
o ]
80000000
60000000
40000000 149.0233
20000000 \
] \ 185.1145
] 122.0060 1351165 | || 171.0988 |, proret 221'11508 248.1980 279.1584
0 T |‘|“|‘||'\ Hrirpreerpriehy [lIII.L‘T"|'1I§| |II1II|IIl!|“ll
100 120 140 160 180 200 220 240 260 280
m/z

DRSS

55 ik <0 ESI-MS B3
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(L4 ) # &= FTIR B

~ 95Pulegone

~ %Transmittance
&
o

n
o

3500

L)

2813

2500 2000
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« ¥ ke FTIR 38

AL
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e
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1 200 20 120 1M M0 50 20

g].].

T

T T
230 29 150 360 3T O3B0 390 400

Fiapk e UV B2
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- ) wEREmRE R

o=~ FEIER G~ ALY F 28 (CDCl)?

position S (600 MHz) & (150 MHz)

1 : 204.5

2 - 132.0
2.70 dt (15.4, 4.4)

3 o 28.8
1.86 m

4 1-20m 33.0

5 2.00 m 31.8
2.49 ddd (14.8, 4.0, 1.9)

6 2.0l m 51.0

7 : 142.0

8 1.77d (1.3) 223

9 1.97d (1.3) 232

10 1.00 d (6.3) 21.9

? (Multiplicity, J in Hz) in ppm.
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2 W& HPLCA 15 /2 %%LL Fo i

oy (e #F2) | (0 RAFEL) (47 i § R
IV 202545 — 28| HRE) Foop
"R | FCERP Fo) |k (287 F |k (LB F
= o e i v 2 IV Y IV
il P
;3“ = 0.74% 0.080% 0.42% E;fﬁé *
BRI AE | BRfPAEE | b (L8 % BREFI N 4
*91.0g> 550 | $4905g> 550 | £ ) -IV * (%2055 & )4
mL%ﬁ_:u 'F ¢ mL%’ﬁ_;U ? v o 1.0 g’ %50 mL%ﬁt
Wrghe » ® FE2S | Brrie » P AR10 sop ¢ g e
mL - 423 A4 |mL>4g3 kiR »> B EE25 mL o A2
F60A 4 > dps | 204480 Hro IR F 60~
Wid | 1544 B biF | 1544 B i 0 A 10448
Rl | kA »~100mL | A 25 mLE (4000 g) » 12
BRI AN | BEL A BINA No.1jj A8
A EAFHRB EAF I ATV T A
o BEF | EE DGR Bl £ E R
o AT EEI N | TEEI YA - % 0 # ~50 mL2
B oo 75 ‘E‘_ifi“ » 4p @
A3 %R o
" ARk (80:20) | R (ALY E
o i |k %) IV e em |
¢ % | |(min)(%) |(%) (min) |(%) Ho0
MIEE o |30 |70 0 60 |40
12 140 |60 30 |60 |40
30 95 |5
Wipl > | R E Y Rl £ PAEgY® (R FL
* 254 nm 252 nm £ -1V
i 2 $ ok E B
R A 7 Fen W o
- AR A
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24 A BP 60 A 48 30 A B2 F B F gt

RFRRT 6044 R ARTI0 A4
& I ik L P 7 g ik A o
# #
% 1= 2932.903 89.048 3005.700 83.159
EE 303.647 98.268 505.043 97.132
¥ 3% 41.389 99.524 79.307 99.326
¥ 4= 10.926 99.856 15.383 99.751
¥ 5= 4.739 100 8.983 100

AT R (R- )P T R AR R ARE F B30 44060 4 4d o
R E R R L BEFEAR TR R T75%2 BF~50%
LR LR RFABRFEITE 60 shh o IR RS G LT R
FHAR AT fET5%C 5~ 50%C R3OV R F R RE AR
FEP30 448602487 o Av ¥ £ 89 B V255332, 1109
AR50k & B A5 IR 60 448 -

a— e . s
- AR EBEE R AEGTR

i & % B I LR B A Boit BB
ﬁ;) }izf " pE 3308.262
v AR 3334.708 N

5% f% 1486.286

R hET 50%% f% 2526.518
60 ~ &8 ¢ fit 3071.342
75%¢ fis 3203.400

50%¢ fis 3209.213
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4 % 7 : NEPETAE SPICA
# <% % U Fineleaf Nepeta Spike
A R ME&ELBEAF Labiatae t 4 B I 3 K Nepeta tenuifolia Benth.2_ 3z % 7=
e
— VB
) w&EBZR [F22211(2%87 FL) 525
— B h Sk 1.0go 47 10mL > 423 AT 15 A 4
B ZAic AR AT ImL #2353 (TL&EBR o
[F2222](A B EHEE) Fup
— B A 5k 1.0 g 4o b (60~80 °C) 20 mL > 423 ik
FF 15248 s 10448 (5 1800 x g) Wi > B
R TR EIRIR
[55223)(° A4 A2 {rREL ) 2025
— P Ak 1.0g 4 ? B 10mL 4235 A& T 15 ~ 48
Wi PRIk TR R EIBR
[5524) (h FRH)V
— Ak k 10g T @ SmL A2S A4 T 15 A4
Wi PRIk TR R EIBR e
(=) HWEER B & jm ik (Pulegone CAS N0.89-82-7 &%
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