JEAE TR AR BB S (B OZ iR T F )
BEAEIRNIN) O BRI IZE T 2 0 HTEBI S 0 72 9 D58
(23KA1012)

B RNSF R IESr R
BEAFINII D A3 fELRRIZ BE 3 2 i 5E
qNMR % F 7= BEAFISING) O pR o3 BRS RBR IR 12 B 3 2 9t

I waEie]

KEEAN BB R PR 2%

MAEES

FRAS TBRIE DS HENL STV R W EETFUS NI % L C, "H-qQNMR E(E & "H-NMR #5) 23 illik 15
ELTCTHEHAETH AR AZRF L7z BT, WHORREMERH 5 DI LT, FEERIZ
HWHT 256 ORESRMOMSL, HHWITENZICH LT B2 EEIEORFZHIE LT
W aAT70 o 70, AFEREEL THFERHhHY ) OBREREBRIE~DE H O fJREME A fEt L 7.
EERHHY ) XFEERDNLRNE DO HEZ NN, ZOHRE 7 a—7 R & XUV O Rk
e BRI "H-QNMR (L CHRIEEDNE S v it Lz, 7 o — 7 BIER G OREHCIE, fHiE
oy & LTy TH A D eugenol D 'H-gNMR % HW - EEDKET 21TV, 7 0 —7 DR
ERBEEOFavy, 7 un—T7BEEOBFRIIMELTHL 7 n—TFk, 7n—7
HHIP) D eugenol DEARDERN 'H-QNMR I ETHIEETH H Z L &/~ L, BEfFD HPLC ik &
DIRENZMHBTE. iz, 7u—7 LFE UL eugenol & F /My & T 54— /L Ao
ZNZDOWNT B RERICEED 'TH-gNMR {ETHRE CTH HHER TEX /2. NUUZOW T, YU
MRSy DE B A B L7223, rosmarinic acid 3 45AERSr & L CEbl & & 2, 'H-gNMR iE4
TEEEOKF 1TV, HIRO B/ NP /BT rosmarinic acid D 7E &Y "H-qNMR % C A EE
rosmarinic acid 2MIEFEH NV HDEH DL EEHLNE L

Thbd I LrwRT ERFFZ,
7.

&

A. BFEEEW

'H-gNMR %1%, SI b L—H 7 L7238 bt #e)
B2 NIEESE L L C NMR A2 R L OIES
52 LT, WERGY TN OMK E RN T
XDHHETHD. P NG A ORERER OFF
TE23 HPLC {£72 £ OHERIETITMATH H DIT
WL T, 2627 < ThiffoxhE &2 EE
ThHHrZEnD, HELNVFIZAVIZSNEK

K OERBIHFERMEETHD. Thbb,

KIEWED 'H-NMR A7 MLIZBWW TS
TN L TR SN D RIS AR ETE
AU, B oY & o 2 BER IR O
B EIICB W CIERICH H R B ST B
L7295,

SRS TR 1ICEB LT
TEAT-oT=. BEFERM o [ FEEHh Y
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WX, 7Y LT 73 MMM S T L
FLITINEARERAE L THONTEL D)

EENTWD., EENEEEe B, BE L Bk
WZIEEIPNTELT, HEEBETEDLNT
W2 WEEFIRIM CH 5 (7%, & 6 4F 2 A
R ENTEE 10 B SIRINAEZF BN T
FRH Y O E 212 55 K OME AL 23 =
ST, ). BUSEMEZRD HIZIIFEM T LI
s BRI D 72 D DFEEE AL oy XAZ A Bk oy & E
ODTHREREOKRELZ L TV LERH D, R,
TRy DSKE MRy Th D 5A, =& 2l
EYEME DR H > THEBETH LN P ZITE
DORMENZL LT <, F¥pHhtmh oE
MR BE2HFICS WD, TOEMRE R

5121E 'TH-QNMR {E2358 L TW D &2 B
5. REZ, FEEHEHOFNL e —T L



F—=IVANRA A, RNINVIZERB L., 71—
7 A — IV AL AT, eugenol (Fig. 1)23F
By e bEBEZT, A¥Irn—TLrnm
— 7 BEE ORI TCH D 7 n—T &K
£, 7 a—7H D eugenol O E & TIEDR
NEBI o, 72, ZJu—T7RKKIC
eugenol 73 E72 kgAY T DA — /L A1 A
HCHRBRICEE BN OMRFZB I o7,
NUVTIE, UG SOEEE B LT
2%, "H-gNMR %O FENi 1218 3 5 ¥k O >~
TFINERBTZERRNETHS TRV IT
rosmarinic acid (Fig. 2) LB R S ICEE T
HZ DD ToTo®, rosmarinic acid & FEAE
By & LTcEmTEDRGT 21172 > 7.

B. WFFGIE

B-1) BB URZE

'H-gNMR HEREDONEAEEDE L L THWD
sodium  3-(Trimethylsilyl)-1-propanesulfonate-ds
(DSS-ds, Fig. )T HE 7 4 /L A FEHME D
Trace Sure®#FIFED H D% 72, NMR HIEH
a7 dimethylsulfoxide (DMSO)-ds, methanol-
ds, 1XZF1ZF10 Isotec Inc. 99.9, 99.8 atom %D
Z W72, eugenol IEE 17 4 /v A F0YEHIEE )
5, rosmarinic acid (ZHRFLARI L OVE L7 «
IV LFEHIEED B A DR E Wiz, F 3
UUITAERE LT 20234 5 AIZiBEA LT O,
Faw IR, AN AL AKIE, BREL
THilRESNTWDREZEZ 2023 4 8 HITHEAL
TebDx e, 7 u—7FkEHT 2023 4 8 A
2, 7 e—7HithwiE 2015 4 8 HizEnth
] 37 [ it R dn A AR AR SR T L 0 RS A s T T
HOEHN. ANTULO D BERMIT 2023 4
4 FIZERE OFRERENG 27260, il
VIV 2023 4 4 AICBEWNC 7R 2 8GR
AEBEAL, HWie.

B-2) #E%

PRI S EEAERT O RS FE 1 RAF AUW120D
VT, EEOBARITIEI KR I v
WB-1, ZE#BEHOEBEH B v ¥ — %
Eppendorf Multipett E3x, # &l (308 &

Yeidrgs Sharp UT-105S, EILER(EIX #.08% AS
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One Mini Centrifuge % € ALE U2, NMR 2£
B X HAFE T INM-ECAS00 # ffi H L 7=.

HPLC (%, "> 7 & LT JASCO PU-4180, 717
LA —T7 12 Shimadzu CTO-20AC, #H#5iE
T+ NEAF— T LA Fitids JASCO MD-
4010 # HW\W 7=, AT T 27 4 0 F—X
Cosmonice Filter W 0.45 um ¢ 13 mm % Hu 7=,

B-3)'H-gQNMR X WeFa vy, su—7
X, 7ue—7FR, ro—THHHY, F—1
R4 AKRFD eugenol D EE

F£7, eugenol @ 'H-qNMR A7 kLD Efi
D&M E, WEHR O "H-gNMR {EIZ L 5
eugenol DE&E {75 2 &I L7z, iz,
HPLC # W EEE D HITH Z L L.

B-3-a) '"H-qQNMR &2 AV 2 3k o A #L

DSS-ds 137 ¥ — X — I CIRE RS T
D% HW=. %10 mg ZFFF L 20.00 ml @
DMSO-ds |2 7 L T ERERIR & LT-.

Eugenol #2%#E/11%, %9 10 mg ZK5FF L T 5.00
mL ® WEEERIKICIR L. ZO%WiIK
0.600 mL % NMR #UEHE 12L& ¥ "H-gNMR D]
ECHEL 72,

Eugenol & HREI ORI, kD X 94T
St AEOF a v BRI LD B AN
7. MREKLETHRD 7 o—T7K, A—/L =R
NRAARIEZ, TVvr—FFCcgsdizob
#9100 mg & FEFF L C N YEPANR (1.00 mL)IZ
B L, EEET 30 o ET W, =miL,
FOREEAVT T T 4N E—EFHWTIE
WL, JEIES 0.600 mL Z NMR iEMEIZ &
v, 'H-gNMR ORIEICHE L. 7 v —7HiH
WIIH9 10 mg 2 K5 FR L CNTR A HEVAIR (3.00 mL)
IR L, DLTFREIERICEM, FIEAEE, JE
25 0.600 mL Z NMR k& & v, 'H-
gNMR ORIEICH L. 7 u—7FEHIF 10
mg & FEFE L C NI YEYANR (3.00 mL)IZIASR L
T 0.600 mL % NMR EMEIZE D, "H-QNMR
OREHL L.

B-3-b) 'H-qNMR 2% R )LVOHIE



Eugenol & &EZMAROHHIK @ "H-NMR %
HE L, eugenol (Fig. D 6 frdT 11 b
TV 6.5 ppm FHEICEIND Z & AR LTz,
(Fig. 4) 'H-gNMR A2 kLo JIESMEIE
Table 1 (Z/R L7=5:FCHIE L72 FEFE FIHUT 8
mlE Lz WEICELTHLNTEANRY L
25, eugenol D 6 (LD 7 /L& 0.00 ppm &
L72 DSS-ds DAFNET 0 hoD> T F )LD
A 2 befge L CRUSHE > T eugenol DR %
BHL 7z,

CE:(IE/ID)XCD

7272 L, Cp, CelIZEHNZI DSS-ds Jz ¥
eugenol MDE /LR (mol/mL), Ip, IglIZNZ
AU DSS-ds 2 WY eugenol DKFE 1 @70 D7
FVIEFE.

B-3-¢c) HPLC W/ Fa vy, 7u—7=K,
7ua—7Fk, 7e—7HHY, F—n AN
A ZARFD eugenol D EE

HPLC % Cosmosil 5C8-MS-II 250 mm x 4.6 mm
1.d.0O5 7 L% HN, 40°CT MeOH : H,O=75:
25 (0 min)—90 : 10 24 min)D 7' 7 x> b, ik
I 1.0 mL/min T, 275 nm (28 2 W
THRHT 2 &0 FETRIEZIT> 7. (Fig
5)

"H-gNMR £ CE & L 7= eugenol FEYE T DRI
FIEMER & L CRREMR ZER L 7=, (Fig. 6)
ZNENOREHL, 'H-gNMR A~XZ kLo #l
FETRE 2 HPLC D REBITABET 20 f5ICAML,
ZORBHAKZ 10 LIEA L THE ORIz B~
277 1@ eugenol DB — 7 OHEFEN D Z DIE
wEE{ToTC.

B-4)H-qNMR % 2 A W7k X" v h o
rosmarinic acid D E &

%7, rosmarinic acid ® 'H-gNMR A~ k)L
DFEROZMHF L, B O TH-qNMR {EIC
X % rosmarinic acid DER #1795 Z LIZ LT,

*72, HPLC ZHW=EE L Dl HITH 2 &
Iz L7,
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B-4-a) '"H-qQNMR &2 AV 2 30k o Fa#L

DSS-ds 137 7 — % —H CIRE B ST b
D% HW=. # 10 mg ZFFF LT 20.00 ml @
methanol-ds (2 ¥&7> L CHNERIE IR & LT-.
rosmarinic acid #E%E5H 1%, I 10 mg ZFEFE L
T 5.00mL O WEEERIRIZE N L. 2O
% 0.600 mL % NMR #EHE (2 & D qNMR OH
ECHEL 72,

AN VVITERE LA wR%, BoRIEL
7. BRIL LAY B D VIEHR AN VR
ORE B ORI, £ 100mg ZHEFEL T
PN EEYEY AR (1.00 mL)ZWZ SR L, B T 30
S EAT W, wmIEL, ZOEEE AT T
TANE—FHNTHEE L, EK»S 0.600
mL % NMR iEHFIZ & 0, "H-QNMR OHIEIC
L 7=,

B-4-b) 'H-qNMR 222 )LV OHIE

A RERD B R L 7 ERUEE @ "TH-NMR %l
iE L, rosmarinic acid (Fig. 2)? 7HALO 71 kv
T FIOVINENEI 7.54 ppm IZHIND Z & &
R L7, (Fig.7) 'H-gNMR A7 kLo
TE ST Table 11277 L7z G- CTRIE L 7= FEA
E¥T 8 E & Lz, AEIZ L > THELNTZ AN
7 RV, rosmarinic acid @ THALDO T 1 kv
7L 0.00 ppm & L7z DSS-de D A TV H
7a kO v 7O g LTk
#t > T rosmarinic acid DR ZHH L 7-.

CR:(IR/ID)XCD

7272 L, Cp, CrIZTZFNZEI DSS-ds SV
rosmarinic acid ®E /LR (mol/mL), Ip, IriZx
ZZ 1 DSS-ds }2 OF rosmarinic acid D 7K & 1 {#
B O 7 F Vil

B-4-¢) HPLC Z W /= XY v H D rosmarinic
acid DEE

HPLC /X YMC-Triart C18 s-5 150 mm x 4.6 mm
1.d.DO7 7 L& HV, 40°CT MeCN : 0.1%Y >
fi%-H,0=20: 80, ¥iti# 1.0 mL/min TH¥HY, 275
nm (2T DWW TR 5 & W 5S4 Tl
Ex{T->7-. (Fig.8)



'H-gNMR 7% C i€ & L 7= rosmarinic acid 122 % i,
DR FHER & U CREMR A IERR L=, (Fig.
9) ZNZNOEHT, 'H-gNMR A7 R LD
HTER 2 HPLC O RBIAEET 10 fi5IZA7R L,
ZORBHAKZ 10 LIEA L TH ORIz B~

k75 L@ rosmarinic acid D & —7 OHEIEH 5
ZDOEREITSIZ.

C. BWERVUEZE

C-1) 'H.qQNMREZHWEFa vy, 77—
TR, ru—7Fk, ru—THHY, 4+—
VA INA ZARHF D eugenol DEE

Eugenol 1% #& i #1  eugenol @ & & % 'H-
NMR {ETE I o T2/ R, 97.34% & BfED
i, REOMEERIIZER-TZHL D>
7.

FAEFR R 5 L 72308 'TH-NMR %
ELTE A, DMSO-dHFCof7rm b
FIVISMSE U CBLII S v 2 & v DMSO-de
ZUREEE LT '"H-QNMR OJIEET 5 Z &IC L
7z. 'H-gNMR HIE DOFER, £EKFa v oHho
eugenol & A (T 13.01£0.32%, ks v—7
RKTIE 8.11~14.83%, HiilRA—/L A1 2K
TIX 2.14~2.67% & W O 5 R %1572, (Table 2)
MR r—7 KOS5, GHEOREND DI
EHEREIZECTH-7-DT, DRV HFIZLEN
BHEDPBRILL TS DOREBNREWRED
MERHDL LD EEZ BN, BERN O
7 v — 7 FELD eugenol F A HIL 81.58% Tildk
FEETIE RV E eugenol EHETH 7=,
7 a—7 %L 31.93% T, ®ALDO Tk
7~ 38% L VK2 > 72, HPLC T eugenol D&
MAEMER LIz 2 A, BAFRMHBEOMRER %
BHZLENTERE. ZORER» KRBT
® eugenol DEHHEERIM L& Z A, 'H-
qNMR £ T OIS TPl L 7=l 5 5
Nz, BEWICENRENOREOE&EOIX
HOX Bl T/hE <, 'H-.qNMR {£72% HPLC
DRDOVICEVEDLFHETHD Z &R T
=7

C-2) 'HqNMR % Z W7 XY )V o
rosmarinic acid D E &
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2 FH¥H D rosmarinic acid EF DILEWDE
% 'H-gQNMR {ECTEB I 2o 728, #hithn
90.13%, 93.09% & WFE S S, I OMER
REVD NS RETE T2, NUNLERFOD
rosmarinic acid @ 'H-gNMR £ % H 72 € & T,
BEE R D 5 5 1B TOEH RN
ZIEL 155, 031%72>7=Dizkt L, il
A 3 7 EHTI rosmarinic acid D 7 /L& HO
B LR TE Mol (Fig. 7, Table 3)

&1Z, HPLC C rosmarinic acid D] E % 7l 7=
HPLC T rosmarinic acid D&/ 2 /B L 7= &
5, BIFRMHBOREREZSED Z &N TE
Tz, ZOREHRNLEREPFOZNENLDOE
HREREH L= L Z A, rosmarinic acid 1% 'H-
gNMR ETCTEEINTZRETIRENE N O
fEIERI LR S 6z, —JF, "H-gNMR
DA~ kLT rosmarinic acid D7 F L3
Mo TR EHZEI L T, 18BN T
rosmarinic acid D v'— 7 (I Ao, 23
£HI rosmarinic acid OPRFFRFAFTTIC E— 7 1
BOBPENR TERVBEDN—=ZT 1 05

D/NERIZ O H PR SN DREE T2, 1
D TRWHIHE Z ENE, b ORE O

AILHPLC TOERELOLAREE WO Z &b L
gy, LnrLens, YYEROEMTHD
I3 )L rosmarinic acid ZIEIEE E RV E WD
WX BV, SR BRI 2D H
HENS T e, TIRONTVIVKROFER &
W, ERUAORIORBENAE T TV D AlEE
HERH 5.

-
—

D. fEm

1) AFFavy, /ym—T7K, /n—7%
B, 7 a—78Y, A — AN ZKFD
eugenol D 'H-gNMR 15 % N T2 0 S50 & fife S L
L.

2) /N )LVEKH Orosmarinic acid®'H-gNMR {4
FHWEEESFEZML Lz, £z, ®EC
X D rosmarinic acid D & A &P RIGICHR R D 2
EMH RO /NP IVER O FEJFUT BER 25 H 2§
Kelhot.

E. &3
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Fig. 1  Eugenol D&
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Fig. 2  rosmarinic acid D1
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Fig. 4 Eugenol #3E(A), MlRZ v —7 ¥ KRB), kA —/NLA/A ZHKRC), 7 a—7
FEE O v —7 fhi#(D)D 'TH-gNMR A-<27 kL (in DMSO-ds, 600 MHz)
RKENX 6 N DKRFD > 7T v
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Fig. 7 Rosemarinic acid #X3£(a), i‘;ﬁé%@/\‘//l/%(b) L Fﬁﬁﬁ/\ //WE A (c), B (d), C(), D

(ODEFED TH-gNMR A7 /L (in methanol-ds, 500 MHz)  JEKX D 7 F L8 7 fL.D
A= NN i a2
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Table 1 '"H-qQNMR A7 kL DHIE A

oreEt HA®E T ECAS500
B A -5 ~ 15 ppm
F—H KA v K 32000
7Y FT TN 90°
7SV AR ] 60 75
FEE K 8 [7l
AR 7L
7u—7 R 25°C
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Table 2 Eugenol D& A 3

aaE (%)

I HPLC I

'H-gNMR
eugenol A 3E 97.34 #£0.29

7 a—7&k 84.55 =+0.51 82.78 +0.01

7 a— 7t 32.16 +0.49 31.67 =+0.00

EITF 2 7 UMK 13.01 *0.26 12.58 =+0.12

TR 7 v —7% A 8.11 =0.14 756  +0.33
M7 m—7K B 14.83 *0.35 1420 =+0.68

MR A — L 254 ZFK A 235 *0.36 228  +0.51
TR A — /L A3 2K B 2.67 =£0.10 240  =+0.06

# AR O M £ IR 13>95%

59



Table 3 Rosmarinic acid D& A 3

aaE (%)

HPLC I

'H-gNMR

rosmarinic acid A A 90.13 =+0.14

rosmarinic acid 3% B 93.09 =+0.11

Hbs S VIR R 1.55  +0.047 1.48  +0.077
HRR S VR A 0.31 =0.033 0.24  #0.051
HR S VR R B ND ND

TSV VR C ND unmeasurable

TR SV R D ND unmeasurable

# IR OHIE R 13>96%

ND: not detected
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