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= ot

7 4FAe A FRE §7

A HPLCZ A3,

o}

A A AHFFA ¥ BAEC 3|F=A(Hippuric acid: HA) ¥4

FEAL HPLCE o] &35le] EAleglon, AW C 18(250X4.6mm 1.D., S-6um, YMC)S AF&alglar

A A2 ukE 18] 3] (LC-20AT) &} #Ake]-7FAlA &34 A (SPD-20A) & A}&O}Oﬂv}. BE A8 FYUHS 20w
Adaly 3 228mmollA] AT, X eEN Asgas A& FFEAke]  Fgels  Edlo
gspglom, 1 wae lr]e )

°§O

N ol _l?: ol
ol

[HA (&4 di=)- HA (A &) ]/HA (4 dix) < 100

T3 28-S Adste] HPLCE T3 E4S HAsAnh. @A A HPLCAl A}
= E tl}%ﬂiu}E:LEHQ(Thln—Layer Chromatography: TLC)E S&&t3 on,
AZvEOY TS FHEE WAt A EetEay A7t A 60 FumE AFESIATH. WEIRvlE
a9 % Tl WeEd B &S 10012 st eI metE gy E B4l B4 &AL
HPLC(ZA <= 321 H3E, PrepELS " Azo)e Algslgin. AbeE APE VICALY Opt imapak C18(250><10mm ID)<
Abg3Elar, B Ae" f7]&vi= HPLCE HEHS-(99.99%)S AME&tt. & HPLC AFE A 0.1% E9AF
(formic acid)& 789l 2&3E5 o]&3ste] 7| & AAS Y. HPLC #8 212 0~6032 70~80+l ™ &t
£ 80%, 62~67% WErL 100%E dte] EA YT, §5L 2m/Eo R stgon | EFT 254mmol A =AY

=
Fal FFEE 204mE ARSI HPLCE ol E53 295 FolA Fudst 240 3 245 A¥s

o o



[0056]

[0057]

[0058]

[0059]

[0060]

[0061]

[0062]

[0063]

1 ) . _ B
gom HAEyE E2S | 3MA7)FH (Nuclear Magnetic Resonance: NMR) @ C dx}rjaw XS =3 =43}
gdom, M7 A7) (Varian Inova 500MHz F=ADE A5k 0. dxr|ed 248 9 AF&E CDCls

21f= Cambridge Isotope Lab.(W]=f)ol| A ujdte] AF&3FATE

AAle 1. £oz2RH AW AfdAL A S /e EF £8 £ FA

EoRHE FHEEHA HYE st ﬁﬂﬁr“i Z 339 oF #Hy AZvEIHI(Open Column
Chromatography: 0CC)E &t i, AHe¥ AHES A8 AT 549 HEE o] §3to EEairt. &
Aol AA RepAe = 13 2 HAHS ?630}"%} AL ENAF T A BAHS ZE BEHLS 1£F 2,
2-7 9 2-7-1 &AE BYEAT. =3, &l dEHolAHolE 8 29 A uA ATah A A A,
3 F2Ato] HEFA ekgtrh. HPLCOIA 3|FE4te] HEAIZFS 1948012 25 298 A A9 58 &
Aol ol Aow FAHAUTHE 2). $8 2Me A oA ko Asas Aa BA o] Asto] oo}
Al E FollM A ' HAeah A dstEdo] Eed 5 vk AL FAsh. £3 2w 2y &
2-7 2 2-7-19] XS WA HAFFEL AAE 24 A, 77} 65.6% L 77%R A A o] NEHEH R FAH=

AE FAeerHE 3).

Relabg % olg® AU Bl gl B Rel A R Afas o4 Yo e stetRol
MF) A AR Ao BesA. 2 olfi AUPIRCIETAA A WA= Lee AL
ABEL oA 23 Beld BAE MTYol YT AGgoldlon, £E RO g v =

==
AL HTAow Feld setEdo] n54S ﬂﬂ 911 = Zi% 10449114.

o, o] F B3 2-7-1-83} 2-7-1-97} o] H&e] F
2-7-1-1%-¥] 47}#], 2-7-1-5%-¢ 77}4], 2-7-1-83}

| ABEAY  JFER AEE HfEel=E HHLel®  HWPLCR FFEArSE FASNE o,
TEZH(10mg/m) o] H7HE A izl e s|F24te] 1R gota, BEZLHS A9 4 vz
M B|FEA ] Fogdr. BEd & 4709 HPLC 238 F <X dAl Astas oA dAdo] 714 43 23
L 2-7-1-8 W 2-7-1-999omw | Z}7Z} 74.83 @ 69.91%= SHAQEA HeEA FAo] dAHE AR AU
HE 5). G4 x2S AEZY 10mg/mOmD oA 100 A== AS SAHAAT, #F 2-7-1-14 £ &
8 2-7-1-5~72 247} -129% ¥ -21.81%= AR ®lAl AZah JA EAo] H3 glE Aoz AAFHJY. HF
o7 499 odolAE|o]ESolA X QBN HAFFA A FAo] dE I}EAL 1B3F 2-7-1-83} 2-7-1-
92 N HIH(= 5).

AAd 2. £YozHy HeEd EF9 AXedA HAHA A 2 g8 e EE 53

A7) AAd 18 Foke] Bl X e w de&fq_ﬁ: AA o] #Ae Bl 2-7-1-8 & 2-7-1-9¢] T 3}t
B pxE A5 dstel, W gAs1zEa T

AA71EE BAe FASG. 28 2-7-1-8% GAste]
4

o) 2}7) 2 (500MHz) B4 Ao A 'He] 38 0% (chemical shift)¥} 7= (coupling) IE¥& 7zt g0 4=

99tk 'H AR EY Aol ZEEo] BolEx] e A= 4, 8, 9, 10, 13, 18 ¥ 20Mo|g o, T 7
o] xR Eo] oy A= 1, 2, 3, 6 ¥ 7tﬂ ol 3 s TREo oy Y= 5, 11, 12, 14 Z 15H|
A BJEATHE 6A 2 F 1)

13

C A7 grgol A &4 459 318} ols & & 7He] 6¢ g 185.32 7254 ©@Aadds o 4 o, agu

3
B 19709 B I, FFEEA B 92 19HS §.184.4, YA 1HLS §.38.0, 2HE §. 18.

6,
3L §¢ 37.0, 492 6 47.6, 52 §¢ 44.7, 6¥1 §¢ 25.3, TRl §¢ 30.1, 8 §¢ 134.8, 92 §¢
127.0, 102 §¢ 36.9, 112 §¢ 124.0, 1292 & 124.3, 13”12 §¢ 145.9, 14H2 §¢ 127.0, 15" §



[0064]

[0065]

[0066]

[0067]

[0068]

SS50l 10-1424032

¢ 33.6, 16W1E §. 24.1, 17HL §¢ 24.1, 18HLE §( 16.3°]1, 20L §. 18.791& &elaliet. w3k, 16,
17, 19 ¥ 2082 25 Wer]E 73 o, £ 8z 149 w4, 9z 119 w4 2 1237 139 g
st = 2

NS it (= 6B H ¥ 1).

719 2L AWRE Sohe] 2-7-1-89  71E SEA Cylly0,(EAF=300.44) 2,  Tlslo] =R olH]o] EAL

B oubge] o8] Rej® 2-7-1-8 229 H NRSH C NIR 2243}

No. "4 MR “C MR

1 2.30,dd 38.0

1.51,m
2 1.74.m 18.6
3 1.80,m 37.0
4 47.6
5 2.25,dd 4.7
6 1.51,m 25.3
1.80,m

7 2.92.m 30.1
8 134.8
9 127.0
10 36.9
11 7.17.d 124.0
12 7.00,dd 124.3
13 145.9
14 6.89,s 127.0
15 | 2.85,sept,j=6.8 33.6
16 1.23,d,i=6.8 2.1
17 1.23.d,i=6.8 2.1
18 16.3
19 1.29.s 185.3
20 18.7

g 2-7-1-98  AASte] H A7 FHG00M) EAATNA  Hel B ol A
solstelct. B A4 EY Aol T2Eo] HAsA e ANE 4, 8, 10 ¥ 18Melon, F e x=
Eol geld 9XE= 1, 2, 3, 6, 7, 11 ¥ 17¥0|AaL 3 o] ZREe] 3lH A& 5, 9, 12 F 14WelA
3}

Sk Jhel §¢ Fk 184.42 FlEEA w©4dS 4 4 9o, au

o
n
w
co
o
N}
Eox
o

=
B 19709 B ElErt. FFEEA B 92 19HS §.184.4, YA 1HS
3HE §(37.7, 4HLS §. 47.6, 5HE § 57.
49.6, 109 §¢ 39.0, 11HE 5. 23.1, 12¥1& §¢ 133.8, 13W1L &, 133.7, 14HL

§c 18.6,
7, 6HE 5 26.8, THLS §(37.2, 8L 5. 147.8, 9HL &

§c 141.6, 15HS §
110.1, 16W1& 6§ 16.6, 171 6 108.3, 19L& §¢ 14.80]0, 20L& §. 12.09% FAsqict. =3, 16,
19 ¥ 2002 BT WEr|E 72 don, 9 8d 179 w4, 1297 139 g4 9 149y 151 ghAE
olF AE st A& AL FAFATHE B E K 2).

A719F e ARE Fdto] 2-7-1-99 7E 32 Cyly0,(EAFH=302.5) 2, FHEAF(communic acid)o]ztE

M
N

_10_



[0069]

9-7-1-9 B4 'H IR} € NMR 54143}

o ol& &3
No- 'y R “C MR
1 1.34,m 38.3
1.51,m
2 1.74.m 18.6
3 1.84,m 37.7
4 47.6
5 2.34.dd 57.7
6 1.51,m 2.8
1.84,m
7 2.20.td 37.2
8 147.8
9 2.00,dd 49.6
10 39.0
11 1.40,m 23.1
12 5.41,,6.4 133.8
13 6.33,dd,17.4 133.7
14 10.8 141.6
15 4.88,d,10.8 110.1
5.05,d,17.4
16 1.76,s 16.6
17 4485 108.3
4.83.5
18 14.8
19 0.76.5 184.4
20 1.16,s 12.0

Pinus densiflora

| Evaporation-Vaccum

MeOH extraction

=d
ZEH]
Remaining Partition with EtOAc
H,O0 layer

EtOAc layer

n-Hexan layer

Fr. 1

Open column: RP18,40-63 um, 10*30cm

| Dividingsuspended by HyO and partition with n-Hexan

Open colunmn: Silicagel. 40-63 um, 15*30cm
Solvent system: CH,ClyMeOH (30:1-0:1)

r. 10

- 9
Fr. 2 goivent system: CH,ONH,0 (1:3 - 1:0) Fr.

Fr. 2.1

2 Open colunm: Silicagel. 40-63 um, 5*30cm
=y 8 ¥ |
Fr. 2.7 goiventsystem: CH,CLMOH (1:0- 0:1) Fr. 2.13

Fr. 2.7.1

Open colunn: Opimapak C18, 250*10mmI.D
Solvent system: MeOH (80%0)
UV 204, 254nm. Flow rate : 2mL/min

Fr. 2.7.15

Fr. 2.7.1.1

Fr. 2.7.1.8

_11_

Fr. 2.7.1.9
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sl b T b aaa liaag
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25 5.0 75 100 125 15.0 175 20.0 225 250 275 min

=
o

EH3

1004
90+
80+
704
60—
50+
40+
304
204
10

0 T T

I Ll
Negative Positive Fr.2-7 Fr.2-7-1
control control

k1
(N2
N

woo 1w 8 9
» I4 ﬁ lﬁl/\
11 | |

w00 - ‘ (\}( 6 |}
0 | 1 A\ NN
AN \ i\ /
20 . —\#jlw/\] N C //\\\j/" - \\/‘ Jr\\k_ J\&‘f
D S 100 20 %o w0 w00 P o | 7m0
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k1
g
%))

100 -

80 -

60 -

40 -

20

0 +— '

1
g
()

1.23,d,J=6.8

2.85,sept,J=6.8

23,dJ=68

18.6

1.74.m

1.80,m
1.51,m
1.80,m

COOH

1295

k1
g
N

>
w

541164
6.33,dd,17.4;10.8

=

1.40,m

H 4884108

1.16,;s

1.34,m

151m
H 5054174

5.05,d,17 18.6

1.74m

1.84m

37.7
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