AT SRR A AR B (R L 2 R A S )
BEAIINA) O SRR & T 2 S3ATIEBR S D 72 9 OB E
(23KA1012)

BISEE~TMTEE  BE o EE
BEAFIRINP 0D B 53 KA Z B -2 A58
~BEAEIRNIN) D FEHER B D T2 D "H-gNMR % -4y & B~
WFFeor i KN SRR How

WFEEE  HUREBRIEN TN S LTV R WEEFARINIT LT, 'H-gNMR J£(E # 'H-NMR
E)pakERiE & U CEMFTRE CTH 2w ietE 2 a4 2 —8R & LT, [FEhhhiti®) (2R
LTt Lz, TEYERHIHY ) (ZEER DML Z2NE O HZWA, B 5 ~7 FEIXZ0H
ey a—7 B, ANUVEERLE, (7T v 7 Ry R—F AL BR =Y g v
i, T2 )7 =] La )7 —flrEERG, tnl)—v—RFFA1) &k
U ff- B L L O Ry S A BERTEl 2 "H-gNMR J5 CRIRED O 21T o 72, 71— 7 B
B ORTTCI, By & LTl &5 %2 5105 eugenol DERZITV, 7 v—7 DHJR
ERDERDF a vy, 7u—THEOBFERIMBESTHL (7 a—TFk, [7a—T7H
H#) 1 @ eugenol DEHFEDOEEN 'H-qQNMRIETHEETH S Z L &2~ L, BEfFO HPLC ik &
DRIFEMEZHER TE 7. £/, 7u—7 LR U< eugenol & R FEM D & T DA — /L AR
A ZNZHDOWTH[AEEIZ 'TH-gNMR {ECTOEREDARETH H Z L il L7z, U VEIERLT,
WZDOWT, SR OE &% HE5 L7273, rosmarinic acid 23 EHER /7 & L b & %5 2,
MR O /R80T rosmarinic acid O E &N 'H-gNMR 2 HWTHRETH D Z L %
YL RIEFIZ, SWEDRR DNV DE EFEDOFN D rosmarinic acid DE AR H AL, il
& H O rosmarinic acid DA F O ZE I O WKL D ATREMEIC DWW T b fgsE L7z, BEFERIN
WMo Tal)T7 o d—FA)n) Lal) 7o Z—fEEEfICE L TE, 2OEREHBITD
linalol DE & 'H-gNMR {ECRIBETH DH Z L & L=, oI, BEFRIY tea ) —v
— FAA V] Lbrm U FEERL TOMETIE, faEERST & LT butylphthalide Z8#4RL,
R 5BV - L0 CEDOEFED 'H-qQNMR JETOE RN A[HE/R Z L 2/l L.

ZEND, EHEFNFICAV I WRERMOE
A. HFEREHN BICHELHEETH D, T7bh, 5WmE
'H-gNMR i£1%, SI b L—Y 7L R385HE#EY) @ 'H-NMR A7 hUIZBWTY 7
BAEWNEEAEL LT NMR A7 MVORET ML TBHSND &S 2R E TSI, B
52 ET, WEXMRY T NOMRIERNTE O & V2 BEF RN O B E I
LHETHD. D RMGULEMOFERDOIFE  BWTHFICHER R WEEEFEL RV 9 5.
DHPLCEZR EOPERIETIIMATH L2 0IZx 22T, BFRINY [FEphty) oRJEo
LT, ZnoNR THHERNATRETH D o OBEHEIE L LT, €& NMR ('H-
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qNMR)¥EDN @Y 3 2 VT T RER b O N H
L PORES AT o7z,

O TEHFEEHHY ) s, 55 FEEIT
0—7 L F— VAR AZER L. s a—7
& A — IV A4 AT, eugenol (Fig. 1)73 FE K
FERDHEEZEZXT, AEI/n—T L ru—TH
WHOPEFRM RS Th D (7 a—TFkH, 17
1 —7 %) @ eugenol D E & FIEDRRG % ¥
Zipoilc. £z, 7 m—7 T[RRI eugenol 73 E7R
KMy T % A — 234 2T RIERIC
ERARENORG 2R Z2o7-. £, 55
~6 TN TRV DN TG A L.
WBW), WM OEREE B L7223, 'TH-qNMR
EOFERITE S DRy D 7 F % R
JTZEDWNEETH - 720>V |2 rosmarinic acid
(Fig. 2)N ARG IZEETE 5 2 &R b»
7272, rosmarinic acid ZFaiZky & LT-EE
FEORF EATIs o7z, ZORIC, RO
/N )LC rosmarinic acid DE A ZRIZ K X IpAE R
DD ENRNDLNY, TOEENMNIERT D
DOfFEA Z B 5 mfE D/ SV & JikE L,
XEHEIHBEZTTENENIIBIT S
rosmarinic acid DEH RO T2, 6
I, AFN 6 I Y 3 v RO R SEINY
D—DOTHD 7T 7 Xy /)RX—=FA )] 1D
WC, FEEER T & LT B-caryophyllene (Fig. 3)%

BER L, TOERDARENGNOBRRZ1T - 7.

SR 7 FEZX 272 —F 4] F1O
linalol (Fig. ) DE &%, 2V 7 ¥ —f1, &

MOEFOMRFOEREHETUTo72. £,

< TRty oBFRIo—->T
b5 erlr— NI A)v] OfFRERTE LT
butylphthalide (Fig. 5)Z 2R L, JfUEt L7225 m U fl
1, FHESAOER) =R A AV LR TC, TH-

INMR VEZHWTZOEHEEOER LR LT,
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B. WFFEHHE
B-1) AE K URE

'H-gNMR Il i I O NI AR HEW) ' & LT H W
% sodium 3-(trimethylsilyl)-1-propanesulfonate-ds
(DSS-ds,  Fig. 6) J¢ U% 1,4-bis(trimethylsilyl)-
benzene-ds (BTMSB-ds, Fig. )i\ b & L
7 4V LFEHIFE D Trace Sure®FHAE D D %
M7z, NMR HIE HEEE D dimethylsulfoxide
(DMSO)-ds, methanol-ds 3% 71 41 Isotec Inc.D
99.9, 99.8 atom %D % acetone-ds I3 Isotec Inc.

(& Fn 6 # ) % 721X Cambridge Isotope
Lablatories Inc. (4551 7 4F-£) @ 99.9 atom %D %
F7=. Bugenol |13E L7 ¢ )V AFIYEHIZE NS,
B-caryophyllene (XH F LAk L OVE L7 1 /L4
FEAEE D 2 #1225, linalol & butylphthalide (%
HWHALE S, ENEEA LT
BEfFdmmo 17 a—7 ) (BHRE S
A1083)(X 2015 4F 8 AT, 7 v —7Fk) (B
F C2301), 77 v 7 Xy R—FA )] (FH
g C2302), (a7 H—F A (EHES
C2300) & TEwr U v —RAEAI] (EFEHEF S
C2304)1% 2023 4F 8 HIZ, N HIELEIEM,
‘AT L VR EELZ T b0 E v
7z.

Fa v IFAEKE LT202345 AICIEA L
Lo, FavPR, A=A ARIE, B
ELTHIREN TV DTS 2023 4F 8 HITHE
AL DEHWE., RNRUMZHONTIE, A A
— "NV, AL —EZANDI, Ty N
DN, ABZVT TV =T RN, V)
2SNV )L (Fig. YDA ShfEOFE1- % H B RN —
TH—=FT XD 2024 F 4 AIZHEA LEIRTFPE
REFZEFIREDEENC 4 H P RICHERE, 6 1 20 H Z
AHIZIHE U TR, LRI TR L.



TR/ ST VRIL 2024 4F 4 HIZBAEWVITRR D
AL, AWz, 239 ERIT 2024 4F
4 HIZHiRObOZEWEA LTz, 2 )T o4 —Fl
TIFEAE L THRS TSR 2 i, &
rUfEFITEr YRR & L CREZEE Tk
SINTWarbo2fEEEME LTHRkSLTW
HH02H%, filkotn Y —v— RAA L L
L CHEMRHAA VA, FHE 2025 4 4 A
WZHEAL, HWiz.

B-2) $#£E%
MREICEIEBEREFONEE T KH
AUWI20D % 7o, Ao RILITIT KK
IV WB-1, GEEREHOEIE Ny & —X
AE WA TS
Veifr#w Sharp UT-105S, BmEILER(EIL i=.O4F AS
One Mini Centrifuge % Z#LZ 4LV 2. NMR %
B HATE T ECZL600 (4&5Fn 7 4HE) %
L7z. HPLC |%, > 7 & LT JASCO PU-4180,
717 AA—7 |2 Shimadzu CTO-20AC, & Hi%E
X7+ A A — K7 LA g JASCO MD-
4010 W=, AT T 07 4 v HF—%
Cosmonice Filter W 0.45 um ¢13 mm % fV 7z,

Eppendorf Multipett E3x,

B-3) '"H-QNMR &2V 5 NEBE#EE D FHHL &
"H-qNMR DOHIE S

W EEHE & L C VD BTMSB-ds & 7213 DSS-
del37 v r— 4 —H ChRERRI T b DL
W7o K9 10 mg A REFE LT 20.00 mL o> EIALE
IR L TN R & LT,

"H-gNMR 2227 kL0 HlE 41 Table 112
RUTESMECHIE L., FEEMREE 8 [M& L
7. W Lo THOLNZART hins,
ERGULEM ORI L 72D > 7 F /L & 0.00 ppm
E L7 WEEERED A FILVET e hroyv
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T OihEfE Z i L CIRAUTHE > T eugenol
DIRELEHFEL 7.

Cs:(IS/IR)XCR

7272L, Cr, CsZEALEINEBIEREYE KO
HEXGAL A D EVPRE (mol/mL), Ty, IsiXZ
ALE VTR HEM ' S ORI E X B b S DK T
L8720 o 7 F LS.

B-4) 'H-qNMR &2 fWeFa vy, ru—7
K, [7ve—T7Fk, 7e—7HEwm, F—
VAL ZAKHD eugenol DEE

%97, eugenol @ 'H-gNMR A7 kLo Elii
DOFMmErE, BB O TH-gNMR L1285
eugenol DEE #1479 Z &IZ L7z, £/, HPLC
ERWZERE D BITO) Z LT L

B-4-a) 'H-qNMR JEIZ AV 33k OFER

PNERFEHEVAE & L C DSS-ds @ DMSO-ds ¥511%
Z 72, Eugenol #E¥EMIE, I 10 mg & F5FE
L T 5.00 mL ONFHEERIRIZI LTz, 20
TAWR 0.600 mL 2 NMR #UEHE (2 & 0 "H-qNMR
OBEIHL LT,

Eugenol JIEHFELOFEIL, ko X 51297
STz, BIROF a U ITMAKRIE LT .
MERAILETRO Y a—T K, F—/VARA A
KL, T —2 P CHBRIE 72D HH) 100mg
7 FEFE L C R SR (1.00 mL) I B L,
T 30 syt 24TV, Ek L, T Riga A
YTTUTANE—EHNTAEL, HEID
0.600 mL Z NMR #EHEIZE D, 'H-gNMR O
HEft Lz, 7 o —7 /i3 10 mg &4
FF L CNERIEEA(3.00 mL) IS8 L, LLFIA]
BRIz, EiE%E A, A2 5 0.600 mL %



NMR REHEIZ &V, "H-qNMR OHIE]
(7 v —7FF 135 10mg 258 L T EE

YEVSIR(3.00 mL)IZ¥fiE LT 0.600 mL % NMR

AREHEICE D, "H-gNMR OHEICHE L 7.

B-4-b) '"H-qNMR AXZ MVOHIE

Eugenol & &3 AR OO 'TH-NMR %
HI7E L, eugenol (Fig. ND 6 (> kv
T DY 6.5 ppm FPIEICEND Z & 2R LT,
(Fig. 8) WEIC L > THLNIZ AT Fn
o, eugenol D 6 \LMD 27 F /L& 0.00 ppm & L
72 DSS-d¢ DA T NIET T N D> 7 F VD
Fei & bl U CREUSHE > T eugenol DIRE %A
L7z,

B-4-¢c) HPLC Zf\Wi=Fa vy, Zu—7%K,

(7 v—7Fk, 17 a—THHY), F—V 2R
IRA ZARFD eugenol DEER

HPLC % Cosmosil 5C8-MS-1I 250 mm x 4.6 mm
i.d.OB 7 L% HV, 40°CTMeOH @ H0=75:
25 (0 min)—90 : 10 24 min)D 7/ 7 Y= b, ik
1.0 mL/min T, 275 nm (28T WL
THRET D LW R THIEEIT>72. (Fig.9)

'H-gNMR 7% TE & L 7= eugenol #EHE 5 DA
AR & L CREMR A ER L7-. (Fig. 10)
ZNZENOREHL, 'H-gNMR A7 kLo
TEVS I 2 HPLC O FEBRVALE T 20 52N L,
Z ORI Z 10pL EA L TR L7 r~
~2"Z L3 eugenol O — 7 OEENHZ DIE
mEToT-.

B-5)H-qN\MR #E 2 AW XY v o
rosmarinic acid O E &

%9, rosmarinic acid ® 'H-gNMR A7 k)L
D IO MR E, B O 'TH-gNMR {4(1C

HLL 7=,
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J % rosmarinic acid DEE: {795 2 LIl L7z
F72, HPLC Z W= EE L O HITH =

Iz L7z,

B-5-a) '"H-qNMR JEIZFV 3360 FRHRd
PR HEYRIR & L C DSS-ds @ methanol-ds I&
W2 -,

Rosmarinic acid f 7 iH1E, £ 10mg ZFEFF L T
5.00 mL OWHIEERIKICE N LTz, Z O%IK
0.600 mL % NMR #UEFEIZ & W qNMR OHEIZ
gL 7=,

MRAL L2 3IEAVDHE, XH D \WIETHR
ANUVKROWPNEHFEL ORI T, 100 mg %
FEFE L CNEAEYE AR (1.00 mL)IZWRE L,
T T 30 o A 4TV, EmIL L, 0 EiEE A
YT TUTANE—EHNTARL, HEID
0.600 mL Z NMR #XEHEI2 LV, 'H-gNMR O
HEICHE LT,

B-5-b) '"H-qNMR Z-XZ7 R VOHE

AR BRI U 72 I E RO "TH-NMR %
7E L, rosmarinic acid (Fig. 2)D 7D 7' v k>
TFNIRENEI 7.54 ppm (2B D T & ARk
L7z, (Fig. 11) HEIZ X > TH LI A
7 RV 6, rosmarinic acid O 7HLD 7w kv
7L & 0.00 ppm & L7z DSS-dg D A FVHT
2 kDY T FIOEEE i L TREISHE
- C rosmarinic acid DL &2 HH L7,

B-5-¢c) HPLC % W= XYL H D rosmarinic
acid DEE

HPLC /X YMC-Triart C18 s-5 150 mm x 4.6 mm
1.d.OH 7 LZEHW, 40°CTMeCN : 0.1% VU >
Pk R = 20 : 80, Pl 1.0 mL/min T,
275 nm (Z3F DML TRITT 5 &\ ) Rff:



THEAEIT -T2, (Fig. 12)

'H-qNMR 7% CJiE & L 7= rosmarinic acid 2% % i
DR AR & LTzl L7z, (Fig.
13) N2 OiREHE, 'TH-gqNMR A7 kLD
HITETR R 2 HPLC OJRBIABET 10 5 ISR L,
ZOMEHAZ 10pL IEA L TEON 7 n

~2"Z @ rosmarinic acid ® ' — 27 OEEN 5
TOERETTZ.

B-6)'H-qQNMR ¥EZH W 177 v 7Ry R—
ANV BEX T2 g URF D B-caryophyllene
DEE

T IRy N—FANVZHLBREGEND
%457 & L C, a-pinene, limonene, B-caryophyllene
(Fig. 3)28 CRREGIC R STV 5. ZHD D2~
7 hE TT Ty 7Ry N=F A )] DAY
MVE EE LT & 2 A, acetone-ds T COHRNE T
B-caryophyllene D27 F /L3 ik LWSH72 705 6
LML LBl SN Z &b, Bk o TH-
gNMR 7£IZ & % B-caryophyllene O i€ &
LIzl
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B-6-a) '"H-qNMR (2 v 5 3060 7Sl
R HEYATR & L C BTMSB-ds O acetone-ds I
W% =,

B-caryophyllene 3L 77 v 7~ /—7F
A V] 1389 10 mg ZF5FE L C 5.00 mL © NS
PEXEVRIRICIR M L=, Z ORI’ 0.600 mL %
NMR FEMEIZ & W "TH-gNMR OJIEIZHE L 7=,

ava vk, TR TEBESEEO
HKI 100 mg ZAEFF L CNEEHEZSTE (1.00 mL)
IR L, BEIE T 30 ot 24T W, EmILL,
ZFDOLEEALT T T 4N T —EHNTA
WL, AN 0.600 mL 2 NMR #REMEIZE Y,
'H-gNMR OJIEIZfE L7z,
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B-6-b) '"H-qNMR A% RLOHE
B-caryophyllene iR¥ & 77 » 7 Xy /—F
AN) Ay a VROMHHED 'H-NMR %z JI7E
L, R¥LT T v I Ny R=F A VTIX B-
caryophyllene (Fig. 3)?D 5 i 7' v k> v 7 v
2% 5.04 ppm fFUTIZEIN D Z & A flERd L 7=, (Fig.
14) WEICZE>THELNIZAXRY MDD, B-
caryophyllene ® 5 it 7 F /L & 0.00 ppm &
L7 BTMSB-ds D A FNVIT 0 N 7 F )L
DR % i U TR EUZHE > T B-caryophyllene
OEEZFEH L. ava v ROHMHK TIZZ
DY TFMTBRITE T, EEILITERNoT.

B-7) '"H-qQNMR 2 Wiz 2y 7o ¥ —34
V] ROa ) 7 o ¥ —FFH O linalol DEE
%9, linalol ® 'H-gNMR A7 kLD Fliid
SRRt L, BB O 'TH-gNMR 512 X 5 linalol
iT9oZ&IlzL7. ¥£72, HPLC & HW
ToEREDHBHIT) Z LI LT,

DIEE:

B-7-a) '"H-qNMR (2 5 300 7S
WHEHER IR & L C BTMSB-d,; @ acetone-ds I
W% =,

Linalol £ §h & BEAFIRIN O T2 ) 7 o & —
FAV) 1E, K 10mg ZF5FF L T 5.00mL DN
EEEAEIR IR L2, 2 OFRIR 0.600 mL %
NMR FEMEIZ & W "TH-gNMR OHJIIEIZfE L 7.

RO =2 Y 7 o —fI3m AR L TRV,
B ARAL L7 FEF R OBy R 2 A LI alBhE,
100 mg ZHEFF L CNEREEMERSHR (1.00 mL)IZIR
WL, BEWKT 30 M EITY, kL, 20
FEREAT T T AN E =T HNTAHIEL,
AIEN 5 0.600 mL 2 NMR REHE I &Y, 'H-
qNMR DORE L L7z



B-7-b) 'H-qNMR A7 R )VOHEIE

FalBR B R L 72 E OB O "H-NMR . 2 ]
JE L, linalol (Fig. 4)D 2O A L7 > 71 k
YT FIOVM 5,66 ppm [ZEBILD T L ERERE L
7-(Fig. 15). MEIC L > THLNTZ AT hL
25, linalol ® 2 fzD 7 v k2 7)1 & 0.00
ppm & L72 BTMSB-ds D A F )V IT 1 koD
7V O A e U CRAUTHE - T linalol O
REZFMHLZ.

B-7-c) HPLC Z#H Wz a2 V7o Z—F A V)
EOa Y7o X —EFHO linalol DEE

HPLC |X YMC-Triart C18 s-5 250 mm x 4.6 mm
i.d.OB T 2A&FAV, 40°CTMeCN: 0.1% VU >
FR /KA IR=155:45, Jiti 1.0 mL/min T, 210
nm (ZF T HWNE THRIET S & o S0 TRl
Ex1T 7. (Fig. 16)

'H-QNMR £ TiE & L7z linalol FZEHER DR
ZRENER & U O A 1ER L7z, (Fig. 6) % 4L
O EHE, 'TH-QNMR A7 k)L OB ERIR
% HPLC OEBRVAESE T 10 fFICAR L, TR
BHAW Z 10 uL % inject L T OHNZ7 1~ |
7"Z A linalol D B'— 7 OEENS, TDOTEE
%17 7=. (Fig. 17)

B-8) 'H-qQNMR ¥#EZ FWek v U o— KEA v
U v U EFH O butylphthride DEE

e U= A NVICEL EENDHITE L
T limonen 23 3CERAY Ir &N TWA. Ll
RN SEAFRIM D e a U o — KA A L) (B
T, C2304) @ 'H-NMR A7 KLV T, F¥%
W72 s 7 F A EDLEMIZHRT 503 <
T RZESLCHZ ENHEETH 7. C2304 D
TLC #EBI L7 L 2 A, igmiZ-Zx 0 & L7z
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UV WINZFFOAR Y MR L= &b,
ZDOARy NERTALEYOBEERET 5 &
ZAMLETF L.

B-8-a) C2304 H D{LA% D BEEE &

C2304 (K 100 mg)& > VU A7 H T hya~
k22 7 4 — (n-hexane-ethylacetate =4 : 1) C
7B L7-. n-Hexane-ethylacetate =4 : 1 CT/ER L
72 TLC T Ry=0.4 T2 UV WU A B & v 7=
Oy AR CHRMERLE LT, S5 N7 LB n%
i NMR A ~X 7 b ZWELZE A
butylphthlide & # & & #v, i i & 3 o
butylphthlide & % 'H-NMR A7 FL3—F L
2 Enb, ZoEY% butylphthlide & [FlE
L 7=. (Fig. 18) %7, butylphthlide ® 'H-NMR A
~Z7 KV (CDCL 1) & C2304 DZF % il L
&2 A, 7.3~79 ppm T—EHT H 7 Fn
MY LTCBUMENDZ D, 20
butylphthlide % 5% 7T TE 2 AIREMED /R &
ni-. &£ Z AT, 'H.qNMR OHIEDEIZ CDCl;
ZHWD &, BB LN K E WO IZE
BEofHRCmE LT EiE255 L v o #BiE
DR SLT270< 70D, % 2T, IRIE% acetone-ds
& LT C2304 @ 'H-NMR A7 FLaJIEL
7= & Z %, butylphthlide DB FHE 7 v k> 4 Fl
I 7.3~7.6 ppm ([ZENEXVMNE LT v 7S v
& LU CTHEI &, 'H-gNMR 5 CTOJE B3 Al fE
HWr s 7=, (Fig. 19a,b)

B-8-b) 'H-qNMR (2 i\ 530kt DR R
INEBIEUE AR & L C BTMSB-ds O acetone-ds &
WA Tz,
Butylphthlide 3£, %9 10 mg % #E#E L T 5.00

mL ® WNEEERICENLIZ. Z DOEIR



0.600 mL % NMR
HEICfE L7z,
C2304 L FHELH DO U v — KA A LITH
20 mg Z FEFF L TR MEAIRIC S 7 L T 2.00
mL & L, ZOREKE 0.600 mL % NMR #EHE
I2& 0 '"H-qNMR OBIEICHEL7Z. &r VT
MR L TT v — X P CHBESET-0b,
#9100 mg Z F5FE L CNEREEYEZAIE (1.00 mL)IZ
L, BRI 30 il A2 TV, =L, £
DEFEEAT T 74 NE—2HNT A
L, AN 5 0.600 mL % NMR iEHEIZ L0,
'H-gNMR OHIEIZHE L7,

WEMEIZE Y TH-gNMR O

B-8-c) '"H-.qNMR A7 k/LOHIE
Butylphthlide 73 & C2304 &t v UKD
i D> 'H-gNMR 2#JE L7 & 2 A, HHER
KFEDT 7 F v (4-H: 7.42 ppm, 5-H:7.52 ppm,
6-H: 7.35 ppm, 7-H: 7.58 ppm) A3ST L CHELHI
Sh7z. (Fig. 19) FH 1L, butylphthlide 7X3E &
tw ) B ROMPERDO AT ML TIRED
7 FNBIRER UEA R L7223, C2304 Tl
7.35 ppm @ 6-H O 7 F )V OFE/ED, 4-H,
5H, 7H DY 7 F LD 13 57> TEY,
o> 7 F e OERY RHEEINZ. —H,
FHES DA A VA ELD TH-QNMR % Hl7E L7z,
EZA, 5H ET-HIFMMDO Y 7 I b d—r3—
v 7L TWe. 4-H & 6-H T LTz 7
VTIRER CEOEEZ R LTS, T ORE
[ZBWT s/n 13 7 RRETIHF IS, ERITN
#ThDH LW ENT. D EEBRL, BOE
DED LT, HORELSEN—F/NEho T2
HEHETa b THD T-H > F v (7.58 ppm)
EHWCERTHZ LICLT.
HEIZLTHLNTEART D,
butylphthlide ® 7 iz 27L& 0.00ppm & L
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72 BTMSB-ds D A F LT 0 ho DT 7 F LD
[ 22 LEiKE L C butylphthlide OO 2 5 H L 7=

B-8-d) HPLC Z iV ok U o — RAAL A K
v U T D butylphthlide D EE

HPLC & YMC-Triart C18 s-5 250 mm x 4.6 mm
i.d.OH T HE& AV, 40°CTMeCN: 0.1% Y >
i /K IAHE = 0 min 50 : 50 — 30 min 70 : 30, ¥
I 1.0 mL/min T&H, 274 nm (2R 2WEHE
THRHT 2 &V FECTHEEITo 2. (Fig
20)

'H-gNMR 75 CiE® L 7= butylphthlide fZ% i,
DIRE AR & L CHREREZER L.
(Fig.21) £ ENDOREHE, 'H-gNMR 227 |
NVORIERE % HPLC OJRFEEE e U v—
RAA VO TS FICHN, e V1O
FBFCIX 10 512 R, £ OFENAR % 10 uL &
ALTHLN=Z v~ k7T LD butylphthlide
DOE—7 OEENDZEDEREEIT> 2. (Fig
20)

C. BREUTEBLE
C-1) '"H-qQNMR EZAWeFav Y, su—7
XK, [7a—T7Fk, [7ua—THHY), F—
VA INA ZAKH D eugenol DEE

Eugenol 1Z % 5L H ¢ eugenol O E &% 'H-
NMR VETHE IR o TofER, 97.34% L AAED O
n, REOMELRRIIZTR-T2HDE -7,
FAESE R DR L7230 C TH-NMR %
ELTE A, DMSO-ds T 67 koo
FOUINE L CEIHI S 72 Z &5 DMSO-ds
ZREEE LT '"H.QNMR ORIEZTHZ LIz L
7z. 'H-gQNMR HIE DR, AFFa voho
eugenol & A (1% 13.01£0.32%, ik r—7K
TIX 8.11~14.83%, HilRA—/L A A AR TIX



214~2.67% & WV O R G/, (Table2)  fi
W7 a—T7KDIHH, GHEROENS DT
ERIFETHSTDT, DRV ENS DD
AR L TH 6 ORI AR WA EORED
bHLDEBZ b, B o 17 a—
TEEH O eugenol EAFRIE 81.58% TRAFEIX &
TIERWDAE W eugenol FEHFETH -T2, [/ 1
—7Hi ) 1% 31.93% T, ®EO T LEIR
38% & VK7 > 7. HPLC T eugenol O fi iR
AR LT2 & 2 A, B2 MHBDOREREED
TLENTERE., ZOREBRNSEKEREF D
eugenol DEFFREZFE N LI Z A, "H-gNMR
IETOBMEIHD CERILER GO, B
AWZENENORBIOEEMBOIXL DX
i T/h& <, 'H-gNMR 7573 HPLC Ot Y
IZEV D HETHD 2 EPHERTET.

C-2) 'HqNMR EZH WY v o0
rosmarinic acid DE &

"H-gNMR % FVCTRIE L 72Tl S VR O
rosmarinic acid D& A FIL 2} TIXENLEN
151%& 0.70% Th o727y, 28R TIT 7
ANRBI ST, MERELE 7. BIELIZS
Al TUE, EICB T 2 EAEN 0.83~1.90%T
boTeDIZR LT, XTIH4METT T Iz
BINITE T, WBRNETOGAENRRE holz
1 FECTHTIT0.14%) a8 SN TV HERE
T -7-. HPLC TOREFRRTHRRD Z &
DRI N, ZO X STV koo
rosmarinic acid OE&ENY 'H-qNMR % T
BHATZDHZ ENbho7-. £72, rosmarinic
acid DA HED BNV VLG DE R D £ DF 5y
ZRNTWDL 2R T 2 FEICRY 552
&b ootz (Fig. 11, Table 3)
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C-3) '"H-QNMR B2 AW 175 o 7 Ry R—
FA W] BEXB=aY 3 UERHPD B-caryophyllene
DEE

(7T v 7 Xy N —=F A ] FD B-
caryophyllene % 'H-qNMR % F\ T 1.55% CHll
TENFRE/R Z 3o 7=, (Fig. 14, Table 4)
7L, AT MAHRTU T ARNRA TN D
TR THDZ NG, FBERHAEE WHIBLET
THFEVREORNLOTIERNEE I LR
7o B E 72 D =2 = U H D B-caryophyllene |
HENTEY, "WanOBFHOFEE L TIE
DRMP S L DODOFEOFE L LT B-
caryophyllene ZffiE &2 Z LI TE RN ES
z bz,

C4) a7V F—FAN] KRR T 5—
FEFH D linalol DEE

'H-gNMR % HWCTHIE L 723835 o linalol O
GHRIL 89AT%TIE ~ 1=, AR D =
UT v H—FA )] FOEHRIT 69.33%, FE1
oo 23 EHT 0.15 £ 0.17% TH 7. (Table 5)
HPLC TOMERFT b REROLIE B = h
72, WINOREITE 'H-QNMR D A7 kL
\ZBWT2-H D> 7 /L3S U CRpe I 8Ll
Eh, EOELERY ST VIR Ch o722 &
5, "H-gNMR {£1Z L % linalol O E&2S (22U 7
VHE—=FA )] Je a7 X —BERLE O 5
TR Tl B WREMED R STz,

C5ErY P —FIANKROER YEFFO
butylphthlide D E &

'H-qQNMR {£(Z8 T, butylphthlide ® 7-H @
T FILOENMEE AW TEREOEERE
BHL7c. IR OEHEIL 89.86%7~7=. BE
fFHRI O T2a V) v— KA A 1] (C2304)F D



BHERIL2.14%, RO 4B OB, FiE
13024 &£ 0.10%, B D & D130.50 & 0.38%
ToH o7z (Table 6) WT DAY L ThHs/n
13100 FREELL LSRR S 4L, TERIC Ry T
FABREINRENTZ. HPLC TOHERERETH
R DEAE AN B S 7z
FE¥SmOEa Y v — KA AL TIE,
butylphthlide ® 4-H F721% 6-H O+ 7 /L DOFE
SEEHCCERT 52 &b ARAEETIE 2D
STEm, SEIOKRETIE 07 s TG LA
Modz. 72%, Table6 (21X 6-H DY 7 /v i
RICHE M L7z B A4 5#k L7=. HPLC 225K
DICEHRLY /NS REE o7z,

LE®o X 50z, "HgNMR ¥ 2 X %
butylphthlide D E &N v U o — KA A L) 72
ol E-EEGONEERIZIAEDHTH
HAEEMES RSN, — T, BAEEN 1%%Y)
%X RIKEMEROA A (HK) B TOE
mIIRHETHLZ Lo Tz,

D. fim

1) BT avy, Zu—7K, BEFERNIHO
(7 m—73Fk, T7v—7Hitw), F—n1 A
XA AR H Deugenol D 'H-gNMRE % FH 72 8
BRI AL LT,

2) XUV RO RLE H O rosmarinic acid @ 'H-
qNMR Z W o E G2 5 Z LA TE
7=, £7=, NPV RO O rosmarinic acid
DHEEIZ L T, XROLOELEFNT-EE2 AN
T EMNE TE L Z Enbrol.

3) BEFERIY 175 v 7 Ry —=F A1) Hh
? B-caryophyllene % 'H-gNMR % Fl\WCHIE T
XHZ Enbirot.

4) BEAFERI T2V 7 o2 —F A ) 23T
DL Liea )7 o2 —Fl1hok ot o
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linalol D&EAH %, 'H-qQNMR {EZ2FH L, H
L LT acetone-ds, linalol @ 2-H OFE53E % F
WCTERTEDLZ &R L.

5) BEfFIg Tea ) o — RAA 1) 2130
e Llctr U fEAH RSO butylphthlide
DEAFR%E, 'HqQNMRIEZFIH L, WL LT
acetone-ds, butylphthlide ™ 7-H O R/ E % U
TEETEXHZ L MR L.
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2-2. EHEE

1) AEBIAASEED WEE R TOER NMR
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KEEFIN  AFE D SVE ROV T, Fn6 4R
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Fig.2  rosmarinic acid D&
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Fig. 11 Rosemarinic acid ;3 A (a), A A4 — F NP AIE (b) & il VK A (¢), C (d)D ek
¥t '"H.gNMR A< 2 kb (in methanol-ds, 500 MHz)
AR ZFART o Fa kv 7.
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Table 1 'H-qQNMR A~ Ll E 44k

Fapieis
B DH
T —BIRA LMK
TV T T T
IV ALF B IR
Bk
AE

Ta— 7R

HZ7E 1 ECZL600

=5 ~ 15 ppm
32000
90°
60
8 [m]
L
25C
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Table2  Eugenol D&

aAaE (%)

'H-qQNMR HPLC
eugenol 3K 9734 =+0.29

(7 v —7 %k 84.55 =+0.51 82.78 =%0.01
17 a—7HhHw) 32.16 =+0.49 31.67 =£0.00
BT a v UMK 13.01 *0.26 12.58  =+0.12
k7 B —7%k A 8.11 =0.14 7.56 £0.33
k7 B —7 KB 14.83 =*0.35 1420 =0.68
TR A — /L A3 2K A 235 =+0.36 228 %051
TR A —/L 234 2K B 267 =%0.10 240  %*0.06

# A DILFRINIT>95%
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Table 3 Rosmarinic acid D &8 &

afE (%)

'H-gNMR HPLC
rosmarinic acid FAZE A (23TK-RA) 90.13 =£0.14
rosmarinic acid ;3% B (24FW-RA) 93.09 =0.11
ZA — hSYLEE (240¢-SB-L) 1.90 =+0.03 1.80 =+0.05
ZA — F YL (240¢-SB-S) 0.14 =0.00 0.12 =%0.00
AA — F B ANV VEE (240¢-STB-L) 1.40 =+0.05 1.15 =+0.03
ZA — FZ A RYLE (240¢-STB-S) ND ND
73 28U L #E (240¢-BB-L) 1.08 =+0.03 0.98 =+0.03
7w 2P (240¢-BB-S) ND ND
AB VT T— ) =T RV )LHE (240c¢-ILB-L) 1.39 =+0.03 129 =+0.03
ABVT T — Y =TV )LE (240c-ILB-S) ND ND
P x ) NNV ILEE (240c-]B-L) 0.83 =+0.01 0.69 =0.02
T ) NRYLE (240¢-IB-S) ND ND
MR NV R A (24ca-SB-SBp) 1.51 £0.01 139 =+0.05
TSP VR B (24ca-SB-OBp) 0.70 =+0.04 0.57 =0.02
MNP VR C (24ca-H-Bp) ND ND
TR S VAR D (24ca-G-Bp) ND ND

65



Table 4 'H-qNMR % W CHIE L 72 B -caryophyllene D & 3

afE (%)

BB -caryophyllene i3 A (24TK-bca) 90.13 =+0.14
BB -caryophyllene i B (24FW-bca) 93.09 =£0.11

(75w 7y —F AL | (C2302) 1.55  =+0.047
=13 = 7 K (24ca-BPp) ND
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Table 5 'H-QNMR X OYHPLC % FVCHIE L 7= linalol D&H %

AR (%)
| "H-qNMR HPLC
linalool K 89.47 +1.45
(2 72 —FA L] (C2300) 69.33 +0.29 68.45 +2.78
M= U 7 > % —Ff1-(CoS-H) 0.17 +0.01 0.14 +0.01
miflk =V 7 > % —Ff1-(CoS-Sb) 0.15 +0.00 0.14 +0.01
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Table 6 'H-qNMR } OV HPLC % i\ CHIZE L 7= butylphthalide &6 %

EHE (%)
"H-qNMR HPLC
Butylphthalide #{ 89.86 +0.63
em Y o—REA0]  EBEFERINY) (C2304) 2.14 +0.03 228 +0.01
e VR (GkEZH) (CeSP-25T) 024 +0.01 025 +0.01
o VR GkE5H) (CeSP-25Sa) 0.10 +0.00 0.11 =+0.00
tr U (&) (CeSF-25Sb) 0.50 +0.01 0.51 +0.00
e R (fdh) (CeSF-25G) 0.38 +0.02 0.39 +0.01
el y— A AL (FHEAL) (CO2504) (0.28 +0.06) (036  +0.02)
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