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Search for Angiotensin I-Converting-Enzyme (ACE) Inhibitors from the Leaves of
Yamato-mana (Brassica rapa L. Oleifera Group)
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HREREFEOY T THD. ZETIZE OB
BT AMEIZIThh TV R Nno 1228, &, Kf0
~ T EHRSBRKIEER ¥, IRERImHEER v,
PUBEER » 2R3 2 ERMEIN TS, 51,
K< T RMED ERICEDOBETHLIT U
TFrvy 1 EREER (ACE) 2METIRaEE8FT
DL, AFREY, WA, BAEICEL-oTEORERE
HERBTEZ LIZOoNTHEEINTWS V. Lx
L7273 b, ACE FHETEMEMEIZ DWW TIIH LT -
TWhRholz., 2T, FOEMRS DERIEL
1To=DOT, ETH.

HREIUVAE

Hasn

K= iirmdafE ‘Eod3 (Fv MEE) 251
(& O FEHI IS TS L, B 30em 12 L7z 2009
£ 10 B 19 BIZNE L. REHIKTHREE, KR
FHEXIY, EHi2-80 CTABARE L, HMELE
L7e#, BR{b Uz, Z oK~ T BiERE0mR (FD)
ZERIZAW.

M

HPLC I3 Fnoeifisk o> HPLC AR EA, A& /) —L
BLUOT7TE =Y (CHCN) W=, F0O/M0
RETFOEMEROFEROLOEFER L.

ACE BHEEMHDRIE

ACE kit-WST (BMZ{bZEWF%ERT) ZAWT, FE®D
v = TVCHE, Ko< R L OF 0B
4y 7> ACE FHEVEME 2 MIE Uiz, ACEkit-WST X, 7
VOF T U 1 E#EESR (ACE) XV

3-Hydroxybutyryl-Gly-Gly-Gly (3HB-GGG) 75 A4=f%
4% 3-Hydroxybutyric acid (3HB) »EEZEIEIZ LD
BRHTA2FHFETHD. ~(7u7Lb—F)—F—
(BIO-RAD #£) %A\, 450 nm DRI ZRIE LT
ACEPHZERZFHE L. /-, BRA2ED 5 & X213,
ZNENOMES 0.1 mg/mb (FACRE : 7.7 pg/ml) %
W L7z & & D ACE PHE SR CIEME D IR EE &7 L 7=

B

'H-NMR 1X Bruker BioSpin GMBH #-#1 ¢ DMX-500 (500
MHz) THIE L7=. ESI-MS IX Waters #H#lo> ACQUITY
UPLC System %3 #E & 87- Waters #8540 LCT premier
XEDRYT 4 TE— FTHIE L.

BRELUER

R FKHEZED ACE HEF M

KFn<F FD100 g \ZZ&RBE/K 3 L& M%, A v F 2
— hz—H—(R=0 AT v F#) T30 C, 160 rpm
T—EREE - W L, Z oM EE LR, A
WL, BoNAREBEEIIZHERL, REAEK
L L7, Zh# ACE kit-WST % Fv T ACE FRETEM:
RBREITo /R, Kfo<wKHY 0.1 ng/mLo
ACETHERIL 6% TH-7-.

ACETEEEHME DR

BRIEE 1 B L) 1idTo7, EdoXFa~< ik
A 3 8) XA Y A4 HP-20 7T AiZfit L,
7K (H20) T4y (EH& :36100mg, ACEPHESR . 7%) &
A K J—) (MeOH) HE4y (1900 mg, 45%) (2470 L
7.

5 b7z HP-20-MeOH 43 (1800 mg) % Sephadex
G-50 &5 A& (H0) 2ftL, Fr. 1 (147 mg, 2%),

* MEEBEARBRP/NEESR Y & —

ORI IST O R R ERHERB o /7 000 & TEB L.



(32) FERRRERE 7 —BIemE

REIZHREIRY (100 g)

FKIHEH T (3 &, 6%)
DIAION HP-20 (80 X 90 mm)
A8/—jl (MeOH) E % (1900 mg, 45%)
| Sephadex G-50 (920 X400 mm)
Fr. 3 (1200 mg, 54%)
ODS® Cosmosil 140-C, OPN (920X 270 mm)
7K (H,0) Ei 4 (650 mg, 54%)

l ODS®@ Cosmosil 140-C43 OPN (20X 270 mm)

10%MeOHE 4> (280 mg, 61%)
ODS® Cosmosil 140-C,3 OPN (920X 270 mm)
10%MeOHQ@E %} (35 mg, 85%)

Prep. HPLC(® Inertsil ODS-3 (20 x 250 mm)
5% FHb=hJJL(CHZCN) (0.05% TFA)

3 (30 mg, 79%)

Prep. HPLC® Inertsil ODS-3 (420 x 250 mm)
5% CH4CN (0.05% TFA)—80 min— 50% CH,CN (0.05% TFA)

Fr. 1 (17 mg, 92%)

Prep. HPLC® Inertsil ODS-3 (20 x 250 mm)
5% CH,CN (0.05% TFA)—80 min-—» 25% CH,CN (0.05% TFA)
Fr. 3 (2.8 mg, 98%)

Prep. HPLC® Inertsil ODS-3

Fr.

-

Fr. 4 (2.3 mg, 87%)
Prep. HPLC® inertsil ODS-3

(420 x 250 mm) (420 X 250 mm)
9% CH,CN (0.05% TFA) 9% CH,CN (0.05% TFA)
EEESFr. 2
(0.1 mg, 105%)

EEESFL 3
(0.5 mg, 104%)

FEMEESFr 4
(0.3 mg, 104%)

EIR AnerHo ACE EEEHEEORE (B8 ACEEEED
Fig. 1. Purification of ACE inhibitor from Yamato-mana (weight, ACE
inhibitory activity)

Fr. 2 (166 mg, 20%), Fr. 3 (1285 mg, 54%), Fr. 4
(80 mg, 39%), Fr. 5 (84 mg, 30%) IZHHE L.

B bHIEMDEV 6-50-Fr. 3 (1200 mg) % ODS H 5
LTHEL, HOE4 (670mg,  54%), 20%MeOH H4y
(293 mg, 42%), 40%MeOH 4y (104 mg, 33%), 60%MeOH
B4 (110 mg, 40%), 100%MeOH E4y (46 mg, 18%) 2
SrBE LTz,

B HIEMOEV0DSO-H0EH4 (650mg) 2 b 5 —
BE ODS 4T A°C, HODES (4 mg, 25%), H20QH
53 (109 mg, 23%), H:20@®E45r (30 mg, 57%), H20@D
B4y (50 mg, 36%), 10%MeOH M4y (289 mg, 61%),
100%MeOH &4y (170 mg, 56%) (243 L7z.

B HIEEOEV 0DS@-10%MeOH HEH45y (280 mg) %
EEODS T T4y L, Ho0 B4y (3mg, 23%), 5%MeOH
B4y (74 mg, 32%), 10%MeOHDME 4y (55 mg, 43%),
10%MeOH@HE 4y (74 mg, 42%), 10%MeOH@®E %> (36 mg,
85%) , 10%MeOH@HE 4y (13 mg, 83%), 100%MeOH 4y (15
mg, 90%) (ZHHE L7z,

EENELS EEDSE )= 0DSG-10%MeOH@ HE 4y
(35 mg) A4yE HPLC (10 m€/min, UV 254 nm) T 3

%42 5 (2011 53 B)
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BEbLEMDOEVHPLCO-Fr. 3 (30 mg, 79%) %%
B HPLC (10 m€/min, UV 254 nm) T 6 EAICHEL
7=.

BHIEMEOEWVHPLCO-Fr. 1 (17 mg, 92%) %45
B HPLC (10 m&/min, UV 254 nm) T 12 @HICHEL
7.

EMHO®E YV HPLC@-Fr. 3 (2.8 mg, 98%) Z4yHEL
HPLC (10 m&/min, UV 254 nm) T 5 E4MZ4HE L,
FEMEHE 4y Fr. 3 (0.5mg, 104%), FEVEE 4 Fr. 4 (0. 30
mg, 104%) 2157-. R, EMEOEV HPLC@-Fr. 4
(2.3 mg, 87% %4yHLHPLC (10 m€/min, UV 254 nm)
T4 B HHE L, EMEE S Fr. 2 (0. 1 mg, 105%) %
H1-.

EEES OBERN

TEMEE S Fr. 2, 3, 4 OBEMRTE2IT o2, £7,
FRENIZOWT, 'H-NMR 227 RV ZBIE L7223,
BIEREEED Y 7 F A USMMIBRIS Lo 7-.
—J5, ESI-MS IZBW T, Zhbd 3 >0EMESST
DEER(LEM EHR SN AYWE O FEINER S
niz. %8R, 3 DOESIHLBETHY, HFE
325 \CHAY T B m/z 326 (MHH) I2A A v v — 2 N
En. TG, ThLEZODERESDE
EHbEWITEBTHY, 5T E 325 DESFLE
BMThDHI LRSI

EFEH

KFfn<F@ ACE MEEMHMEOBREIT-7=. *
OFER, IEWIRNRFEHEERT 3 2OELEED
TERTE. L, ZTRNHOESYOEENSRE
ThoTelDil, EHMEOBEBICIIEL o T,
IR DOESFNEICONT, H-WMR ZEIE LE
LA, VITFNMIFBEALBEITE o, L
UM S, ESI-MS TiE, Th b D@y DEERL
EYMOLGFEICHIGT D ETRENEA A E—7
DEHAENE. Zhbd 3 SOESMLELNAT X
AR MADEERA A E—JFRCTHY, =
ERSEELTHDHEEZLNE. ZThbnZ &n
5, 3 ODOERESFOEEDEIY, XETHY, &
BEIZFETHESTILEYTHD LHEEINS.
77T REY D ACE THEEMME L LCidr vy
aY—nb b RTF RBREEESh TV 2, K~
T OEEHDEL N NTFF R THLAREERDD.
A%, IEHMEREEEL, FOMSELEYHEHES
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