iR SR ERL AT TR A B (R R PSR )
BEAFISIND O VB HEIR TG 3 2 3 HTIEBRFE D 72 9D D5
(23KA1012)
DR7TRE BRFEHEE
BEAFISIND D RS AEL R B 9~ DA 58
~ LRI D FEAESE E D 1= D "H-qQNMR Z V=R & B~

sty

KEPIN SRR PR 2%

MREE HSERBRIEDHESL S TO R WEBEFIRINIZ X LT, 'TH-gNMR {E(E & 'H-NMR
E)SiRERE L U CHEA FRETh 2 2 ATBEMEZ Mt L7 B¢, MO ATEEER B 2 6 DI
LT, EBICEMATHAORIESREOMSL, H5WIEEn a2 G Lz B2 E B EOR
AEHE LT TR o7z, A 7 FE LRI &k E [HERHIEY ] OBk RERE~
OJEM O REME R LTz, BEERI D T2 ) 7 2 —F A L] O linalol DE &% =
V7oA, BRAOETOMERFOEREEIETITo. £, [FEEHHY ) |k
DB TEa ) —— KA A L) OS> & LT butylphthalide 28R L, k72
HeuVE 7, FHGHOER) Y —RFANVEIFETEDERHRD 'H-gNMR 15 TOEREZ R

L7z,

A. HFEEBY

'H-gNMR J£1%, SI b L—4 7 /L 72238 A v
WV & WEREEHE - L CNMR A7 R LD
ET D LT, MERGY 7L Ot E =
INTEDLIETHDH. JEGULEM OIERES D
F1EDS HPLC {572 EORERIETIINATH
HOIZTNWLT, ENH 72 < T hifik E &
DHRETH L Z &b, FEEMLNFIZAD I
SWRIRM O ERIZAFEZEETH D . T
bbb, AEWE D 'H-NMR A2 hjLZ
BWTY 7 VST U CE S b &4
S ZRETE IR, B ORI Z V5
BETF I O B BIC B W CIEF A
WEERTEREERD L. EhwZ, BEF
WY [FEERHh ) OB O BIAS BRI
L LT, EE NMR ('H-QNMR)ER Y H 5
VT FTREZ2 & OB 2 DO 21T -
TWh. o 7 FES 5] & & BAFRINY
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(FERHE ISR L, TR Y )
DR ERIE~ O ] O "R & it L7z,
(FpkHhtE o—oThs (a7 F
—& A V] F O linalol (Fig. YD EEZ, 2V
T o Z =T, RO OMRPOEE
PR CiTo72. £72, A CL TFEEHhH Y
D—2>Thsd tr ) — K41 V] OFRE
fi%4y & LT butylphthalide (Fig. 2)Z 3R L, J&
BteZen a1, FhEmH Ol —R A
AVEPFET, 'TH-QNMR {EZ W TEDOEE
ROERERFT L.

B. WrREFE

B-1) PR UK

'H-gNMR #IZERFONEEHEDE & L TH
V% 1,4-bis(trimethylsilyl)benzene-d4s (BTMSB-
di, Fig. HITE L7 4 LV LFHEHED Trace
Sure®BHE D b D % V2. NMR & I
@ acetone-de | Cambridge Isotope Lablatories



Inc.® 99.9 atom %D % M\ 7=. Linalol &
butylphthalide (% &5 & & F A LD B A
OREEH W=, 2 V7 X —F A V(B
K5 C2300) vl ¥— A A NVOEEE S
C2304)1F 2023 4= 8 HIZ[ELEH L& LA
WgERT LV 5220 b D iz, 2l
TroA—fEFIEEHE LTHRkISNTWD
WL 2fAE, e VEFITEr VR E L
TRZEECHRENTWD b 2 flil /]
ELTHRESNTWDE LD 2Fi%A, Ea U —
= RAANDE D 1 FEOREHIFEM N
ELTHiRENATHND D%, ENE412025
T4 AICEEAL, A,

B-2) EES

FEEICIT S ERMERTOEEE - XE
AUWI20D % H 7o, 3Bt O M RIIZ T KRB
7 XAV WB-1, iEERER OB A~y X
—!X Eppendorf Multipett E3x, B &L 1%
A PErgs Sharp UT-105S, 1= IE#REIX
Lg% AS One Mini Centrifuge % % 11 U]
V2. NMR 23 HARTEF INM-ECZL600
ZfH L7=. HPLC %, "> 7 & LT JASCO
PU-4180, 717 L4 —7/|Z Shimadzu CTO-
20AC, BRI T 4 MEAF— KT LA
%% JASCOMD-4010 # iz, AT T
7 4 )L % —{% Cosmonice Filter W 0.45 um @13
mm % FH N7z,

B-3) ' H-qNMREZFHWea U 7 F—F A
NEOa YT o Z—FEFH O linalol DEE
%9, linalol ® 'H-gNMR A% /Lo FEfiii
DM E, e O 'TH-gNMR k12X %
linalol DEREZETTH Z L2 L7z, 7=, HPLC
ERWEEEE ORI HIT) Z &I L.
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B-3-a) "H-gNMR ¥EIZ V5 3B o FA R

BTMSB-d4 |37 7 — % — I CIRAE IR S
B2 b D% W K 10 mg Z 4R L 20.00
mL @ acetone-ds |Z TA7> L TN R HEYRIR &
L.

Linalol f2¥#Efh & 2 U 7 o 2 —A A Vi, 1
10 mg % k5 L C 5.00 mL O PN BRI HERIK IC
Wi LTz, Z O 0.600 mL % NMR &k}
BT L gNMR OHIEICHE L7,

RO =2 ) 7 o —FF I3 R L THY
7o BRI LT T R OB R &2 A L7230k
X, % 100 mg ZAFFE L T PHELAR M A IR
(1.00 mL)IZH&E L, #EE T 30 /it 217
W, EHIEL, EOREEA LT T T 4R
—Z MW TEE L, 8’5 0.600 mL %
NMR #EEIZ &V, 'TH-QNMR OHIEIZfHL L
7z

B-3-b) 'H-qNMR A2 FVOHE|E
K2 B FHEL L 72 E B "TH-NMR %
HE L, linalol (Fig. )D2HALDF LT 4 T
o RTINS 5,66 ppm IZELILD Z L&
e L7-(Fig. 4). 'H-gqNMR A7 kLD
TESAEIT Table 11277 U724 CRIE L7z
FHEEFGTISEE Lz, HIEIC > THLR
72 AT "UhsE, linalol D 2 i e ko
7 F e 0.00 ppm & L7z BTMSB-ds D A
FUETa bV IO EE gL
TRAUTHE - T linalol DIEJE ZFH LT,

C1:(Il/IB)XCB

72721, Cs, ClIZENZEI BTMSB-ds KT
linalol ®<E/VIEE (mol/mL), Ip, IR ITZNZE
AU BTMSB-ds &% O linalol ®/KFE 1 7=V
DY 7 F VIS,



B-3-c) HPLC W= a U7 ¥ —F A v
EQRa 7o #—fEFHD linalol DEE

HPLC % YMC-Triart C18 s-5 250 mm x 4.6
mm i.d. OB 7 A%\, 40°CT MeCN :
0.1% YU “Mi%-H,0=55:45, {EAE 10puL, i
# 1.0 mL/min T, 210 nm (2317 HW08
FETHRIET 5 L0 R CRIEEIT 72,
(Fig. 5 a)

'H-gNMR % C/E & L 7= linalol #ZYE 5 DO¥E
i NE S L N Ok -1 A R D
BiRa B L7, (Fig. 6) REHAM & LT,
'H-QNMR 2227 kL ORI ER A HPLC @
JEBAVSHET 10 fFICAIR L 7oz Fvniz. 3R
FHRIRD 7 v~ N 7'F 5O linalol O E—7
A & R EAROBRD D, 3B O linalol &
Em L7z, (Fig.5)

B-4)'H-qNMREZHWetkn U o — R4 A
WO e U FET-H O butylphthride D EE
e )= A ML GENDT &
L limonen 23 3CHR VIR EN TV 5D, L
MLRRNLFEEEHIEmOEr Y v— R4
A (LLF, C2304) @ 'H-NMR A-X7 kL
T, B2 7T Eofbaic sk
FTOEDTICTFMESTHZ EDNRETH
o7z, C2304 O TLC B L& 24, [t
BT - &0 & Lz UV INERFO AR v
ERRBNTZZ D, ZTOARY FERT
ICEMORBERET 2 & ZANLET L.

B-4-2) C2304 FD{bA4 D HBEFE

C2304 (9 100 mg)& > ) B AL H T Ko o
~ 8277 7 ¢ — (n-hexane-ethylacetate =4 : 1)
C4y#f L7-. n-Hexane-ethylacetate=4:1 T/
P L7 TLC T Re=0.4 f13LIC UV RIS L &
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TSy 2 423D TR MEHZE L7z, 73 B 4721k
BMDOFEFENMR A7 hLEHIE L2 Z
% butylphthlide & #fi& &4, iR IED
butylphthlide & % 'H-NMR A2 hL73—#
L7722 &EnD, ZO/bE Y% butylphthlide &
[AE& L7=. (Fig.7) %7z, butylphthlide ® 'H-
NMR A~X7 kL (CDCly /1) & C2304 D%
nNxEig Lzt 25, 7.3~7.9ppm T
HY T TSI L TR SND Z b,
Z @ butylphthlide Z fRAE /312 T & % FIHEM:
DRSNTz. £ ZAT, 'H.qNMR ORIED
BRIZ CDCL & W5 & IO B EA K & W
7o OIZ BB O HIRFIZE R L C Lg%
155 LWV BENR Y LT 72 %, £ 2T,
VI % acetone-ds & L C C2304 @ 'H-NMR A
N7 MVERIE LTz & Z A, butylphthlide ™
FHEB T v N 4 FEEIL 7.3~7.6 ppm IZE
NENMSL L= 7 e LTSN,
'H-gNMR £ TOE &N AIHE &l S 7.
(Fig. 8 a,b)

B-4-b) 'H-qNMR EIZ VW 2306t DOFR R

BTMSB-ds 1£7 ¥ 7 — & —H CIRE TG S
b OEHWE. K 10 mg 2L T
20.00 mL @ acetone-ds |Z 7> L CTINEBIZHE
IR LTz,

Butylphthlide #X3&I%, #J 10mg ZK5FFE L T
5.00mL O PHEFEEERICEN LT, ZO%
# 0.600 mL % NMR #EH#FIC & v 'H-
qNMR OHEIZHE L7z,

C2304 EFHESHDOER Y v — KA AL

(BLF, BHESAA L) 135 20 mg 2 FEFF L
TN LT 2.00mL & L, &
DOYAER 0.600mL %2 NMR EHEIC & Y H-
qNMR ORIEICHE L7~ T U 3R
LCT v — 2T SE7-06, £ 100



mg ZAEE L CNEMEMESS IR (1.00 mL)IZ 8%
WL, EEET 30 o a1t mikL, £
DEFEEALT T T 4V E—EHWTHE
WL, JEKA,»S 0.600 mL 2 NMR #EHEIC
&V, 'H-gNMR OHIEIZHE L 7.

B-4-c) 'H-qNMR 222 FLOHEIE

Butylphthlide 743 & C2304 & o U f1K
OIHIK D 'H-gNMR #HIE L& = A, ¥
FEAKFE DY 7))V (4-H: 7.42 ppm, 5-H: 7.52
ppm, 6-H:7.35ppm, 7-H:7.58 ppm) 73HSZ
L CHEM &=, (Fig. 8) M fE i,
butylphthlide 33 & & = U F& R oHhHiK D
AR M TIEED Y 7T HIFIER CfE
Zon L7278, C2304 Cld 7.35 ppm D7)
NITFDOUTFNADKI13fEE 72> TEY, it
DT FNEOERY BHEE SN, —7,
FHESL A A VRELD "TH-gNMR ZIE L 7-.
& ZA,5-H L T-HFDOL 7T & A —n
—Z v LT\, 4-H & 6-H [T L=
7V TIRER CEORE 3 2 7= L1273,
DIREEITIBNT s 137 RETIHEFITEL,
ERIIRETH D LYl snsz. DL Ea2BR
L, BOENIRY 7 <, HOIEXHHEN—
Be/NE Do o —FRBESHAIO 7-H (7.58 ppm)
TN ERMWTERT HZ LI L.

'H-gNMR A7 k)L ORIESAF1E Table 1
R L7250 CHIIE LT, AR 8 (A &
L7z MIEIZ X o TR LN AT D,
butylphthlide @ 7 iz 7 F /L L 0.00 ppm
& L7 BIMSB-ds D AF VT m ko
o miEE bk L Tk T
butylphthlide DJEFEZ B H L 7.

-~
—

CP:(IP/IB)XCB
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721ZL, Cs, CrlEZLH BTMSB-dy KT
butylphthlide ® & /LIEJE (mol/mL), Iy, Ip IX%
N2 ¥ BTMSB-ds }2 0" butylphthlide D 7K55 1
EIH7=0 O 7 F V.

B-4-d) HPLC ZH\Wiktuel —F4FA4 v
Oz v U #FH O butylphthlide DEE:

HPLC % YMC-Triart C18 s-5 250 mm x 4.6
mm i.d. OB 7 A%\, 40°CT MeCN :
0.1%Y »E-H,O=0min50:50 — 30min70:
30, {EAR 10 pL, ¥ 1.0 mL/min T,
274 nm (ZBT LWL THET 2 & v 55k
T CHIEZIT>7=. (Fig.9)

'H-gNMR % CE&: L 7= butylphthlide FE%E
v D VSR 72 1 LB P A R L 72 9 A A R &
L CHEREZIER L. (Fig.10) Trl v—
R4 A L OFEHATRIE, 'H-gNMR A7 K
NVOBELRR 7 HPLC ORI T 5 512
A, & U OFEHEIR CTIEFRERIC LT
10 fFIZAR LIz D2V, ZhEho
ARENRIR D 7 v~ |~ 7 Z LD butylphthlide D
E—/7omBELEmEROBRNDL
butylphthlide D& &% k& 7=. (Fig.9)

C. MRRUEBZE
C-1) aYT7 U F—FANKRRI YT F—
FEFH D linalol DEE

'H-gNMR % H N CTHIE L 72 33 o linalol
DEARIT 8947%1E~7-. £la )74
— A NFOEHFEIL 69.33%, FETHO2
AEHZ 015 & 0.17%TdH > 7=. (Table 2)
HPLC TOHIERF T R O£ fE 23 8L
SN, WTNORETH 'H-qQNMR D A
7 MIVIZBWT 2-H O 7 F IV HSE LT
i B (AL S AL, B HL D o U R
Hol=Z &b, "H-gNMR {£(2X % linalol



DEENa VT U —FA NI Ea )T
A —BEEELE O EE AR TH D alhE
PERRE T,

C2)Emr ) —FRFFANVEOEr UETH
? butylphthlide D E &

'H-gNMR J£(235 T, butylphthlide @ 7-H
DT FNOFEEE O TEREOEH
FERFEH U, EROEZHERIL 89.86%7
>, v U — KA A/ (C230)F DEH
RUL 2.14%, o 4REO 5 5, #HiEH
1% 024 & 0.10%, EHHOLDIX 050 &
0.38% Cd—>7=. (Table3) I HDART |k
Th s/ 13100 BREELL EMESR S, B
A7y 7 NVRE DR E 7. HPLC T
OPEFEFT b [FER O A 2B S 7.
FHESL A A LB CIE, butylphthlide ¢ 4-H
F£721% 6H O 7 FNAOfESEZE W TE
BT 5 ELRABETIE R o720, SO
FETIE a7 s 3o o7 7,
Table 3 (21X 6-H O 7L BAICHEH L
TaARETH L. HPLC 25RO 7-EH
R b/l Te o7z,

Eo X oz, "HqQNMR ¥ 12 & %
butylphthlide DE&N B2 U > — KA A L7
Etn ) EBEERLOMEERIZERT
bOHAREMEDN RSN, —0, GEFEN 1%
285 X0 IR E RO A A L (RIK) R
TOEEIINETHLZ L bbhroTz

D. &
D-1)'H-qQNMREZ 2 Y 7 o ¥ —F A VR
2 Y7 F—FETFF D linalol DEE
FERHIEm 2 ) 7 oA —F A L BT LD
a7 oy —friko® it o
linalol D& A%, 'H-QNMR EE2FIH L, &

36

& L T acetone-ds, linalol @ 2-H OF& 57
EHWCEERTEDLZ Lo L.

D-2) 'H-qNMREZ A Wekw U o — R4 A
WO e U FET-H O butylphthlide D EE
FEpHhtEr ) o — RAA LV EIT LD
L L7zt rm U FE7HREL H o butylphthlide
DEFFE, 'H-gQNMR EE2FIH L, R
L T acetone-ds, butylphthlide @ 7-H D47
EEHAWTERTE L L& L.

E. HtFERER

1. FRXFER

1) Bacanak H , Dogan Z, Akkol E K, Nagatsu A,
Saracoglu I, Bioactive Metabolites from
Aerial Parts of Plantago indica L.: Structural
Elucidation and Integrated In Vitro/In Vivo

and

Wound-Healing Efficacy, Plants, 15(1), 141

(2026).

Assessment of  Anti-Inflammatory

2. FERRE

2-1. E=

1) A BA, BIRESE, s, ik
HE=, F[ES 4R, AZAER, KEHA E
# NMR (‘H-qNMR) % W2 AF = F
K OV =Z Z £ O vanillin, ethylvanillin
K O p-hydroxybenzaldehyde O & &, H A
BiEFFERE 31 FRE - Fifks
(2025.6) .

WO, JKEEHA, THlkRE=, BTEs
W, AR R NMR EE W75
w7y /= A )LD B -Caryophyllene
DE R HAREKFERE 71 BE =
(2025.9).

A BA, HEHE=, FIEHS, FZARE

2)

3)



R, AKEEBI © E B NMR ('H-gNMR)%
WA T —F AN KA T o Z—F L BEIR
THD linalool DJE R, HARFEF S 146 1) Zorga J, Kunicka-Styczynska A, Gruska R,

2 (2026.3). Smigielski K, Ultrasound-Assisted

Hydrodistillation of Essential Oil from Celery

2-2. SBHEE Seeds (Apium graveolens L.) and Its

L Biological and Aroma Profiles, Molecules, 25,
5322 (2020)

H. A EDOHE - B&ERIL(TEZSTr)
L
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HsC OH

H
2

CH,

HsC CHjs

Fig. 1 Linalol O
27 v b 'TH-QNMR IEZEH T B0 ELZHE L7 ko

CHj3

Fig.2  Butylphthlide D& &
THRED 7 1 kA T H-gNMR JEICB W CREMEZHIE L7z 71 b,
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D D
HSC\ Q /CH3
HsC Si SiZCHg
HaC CHg
D D

Fig.3 EE&MHORGHAEEYE (BTMSB-d.)
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(a)
1l
J\)MU
£ i
oo m sicl,UJL o e iﬂLM_EF“—Q }
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M
Tux {
ﬁ.o"'m A:'})M 40 o EJML”A;;/ ‘ 1'.%}
tJ\k | J o
5 e 3
K= e
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Linalool# & #

1200000
1000000 Y= 1,085.306 X
R’ - l.,o""
800000
600000
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400000
200000 e
.-
..'
0
0.00 0.20 0.40 0.60 0.80 1.00

Fig.6  HPLC IZ31F % Linalol D&}
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(a)

T Y U Y W W Y WY, w LAJ___‘____..__LA, JJL_
)
l ‘\‘l lh . ,. o l SR W | }v\,\L.M k.ll .
8.0 7o 6.0 s0 a0 30 T2 "l 0
(©
L. N . A_k/L ( -
8.0 70 6.0 5.0 alo 30 2’0 1.0 o

Fig. 8 BHFRMPIER ) > — FA AL (2, HEESHLAYI(D) , Butylphthlide iX3E
(c), D 'H-gNMR A% kL (in CDCls, 600 MHz)
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Fig. 8 Butylphthlide {32 (a), ANt 0 ) & —FA A0 (b) , FEEHE = VTR
(c), Bftw VHETHE 1), FHEAHAEe ) v —FA+ A0 (e)o&idklo 'H-
gNMR A~ 7 kb (in acetone-ds, 600 MHz)

IR FHEEDO 70 b vy 7 F o,

.
MMMWM JML

alo 30

44



340000 H 3 F——— 061> kisyakuz 005 - CHZ
300000 —
200000 —|
=
Z
100000 —
1 J@ﬂ A
v
o x x
0.0 5.0 10.0 15 Jo—— buphthalide 003 - GHY. O 25.0 30.0
Retention Time [minl
500!
nnnnnn B
z
g
2
oooooo B
4 ‘
/\ 7
o v . AN 5
ir T —
0.0 2.0 4.0 10.0 12.0 14.0 18.0 20.0
Retention Fime [min]
1500000 ~ E——— os27 01 co1 -chz
1000000 —
=
2
oooooo -
4 7 I
o S v/ \ B o
ata ra 2
1600000 47 5 =-© ro-e Retention TFime [mini =e-e E—25%520 01 ooz - T?P
1500000 —
1000000 —
=
2
oooooo —
] lﬂ
. S = ® o w/ \¥L -2
- o == P S =

120000 P-O 5.0 10.0 retentioldSE =005 7 20-© 25.0 30.0

100000 -

ntensty V]

Fig. 9 Butylphthlide id3¢ (a), BEFRIMYI€ 2 ) o — VA A0 (b) , #EEH v U ETHE
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7= A N
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Butylphthlide & ##
1200000
y =5,167,992.204 x
1000000 R*=0.999
800000
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400000
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Fig. 10 ~ HPLC IC 3 1J % Butylphthlide D &)
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Table 1 '"H-gNMR A2 ML DHIE G4k

oyt H A% 7 ECZL600
LI A —5 ~ 15 ppm
T —2RA L NK 32000
TV T T LTI 90°
7V ALF B IR 60 b
FEE K 8 [\l
A 7L
Ta—7 R 25°C
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Table 2 'H-gNMR } (0N HPLC % FHV N CHIZE L 7= linalol O &H 3

HHER(%)
| 'H-qQNMR HPLC
linalool FA %K 89.47 +1.45
a2 Y7 U HE—F AL (C2300) 69.33  £0.29 68.45 +2.78
iR = U 7 > % —FE{(CoS-H) 0.17 +0.01 0.14 +0.01
ik = U 7 > # —F&F(CoS-Sb) 0.15 +0.00 0.14 +0.01
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Table 3 'H-gNMR & OY HPLC % H\ > CHIZE L 7= butylphthalide O & 3

GHHE(%)
| 'H-QNMR HPLC
Butylphthalide 73 89.86 +0.63
el y—RAAr (BAFaRN) (C2304) 2.14 +0.03 228 +0.01
T UfEF (HEEH) (CeSP-25T) 0.24 +0.01 0.25 +0.01
tr UfEF (FEEH) (CeSP-25Sa) 0.10 +0.00 0.11 0.00
tr U (&) (CeSF-25Sb) 0.50 +0.01 0.51 +0.00
tr UM (&) (CeSF-25G) 0.38 +0.02 0.39 +0.01
trly— RRFA L FEhLdh) (C02504) (0.28 +0.06) (036  +0.02)
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