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£1 HEBLEYMELO-XT)—HEYORESRHOEHETAEEDLEK

nEEWE o—X< —fit BESEM0 FRE

DEHL (%) MOFE 1L,%) ZHHEL %) I (%) ha/lg
BHA 240 pg/mL) 350 253 55.5 51.4 1.08*
BHT (2.79 pg/mL) 32.1 25.3 52.4 493 1.06*
AsA (2.38 pg/mL) 30.8 25.7 59.8 48.6 1.23*
«-Toc (475 pg/ml)  20.8 255 482 41.0 1.18*
8-Toc (5.45 pg/ml)  27.9 25.3 53.7 46.1 117+
EA (0.86 pg/mL) 23.2 25.3 46.6 42.6 1.10*
SM (2.1 pg/mL) 317 28.1 56.4 50.8 LI1*
pHyB (52.3 pg/mL) 1.0 232 244 24.0 1.02
VA (6.08 pg/mL) 32.6 44 38.4 49.0 0.782*
PA (1.09 pg/mL) 25.0 23.2 50.1 424 1.18*
GA (0.78 pg/mL) 27.9 28.1 51.1 48.1 1.06*
pCou (57.0 pg/mL) 314 24.5 38.6 48.1 0.807*
Fer (3.23 pg/mL) 2.5 25.7 49.6 424 1.17+
Caf (1.43 pg/mL) 25.4 25.6 51.1 44.5 1.23*
AG (4.75 pg/mL) 1.4 25.6 25.7 26.6 0.967*
LT (1.62 pg/mL) 20.0 23.2 433 386 1.12%
CT (1.24 pg/mL) 293 28.1 48.6 49.1 0.989*
TX (1.74 pg/mL) 232 232 48.0 41.0 1.17+
KM (4.05 pg/mL) 295 23.2 53.7 459 1.17+
QC (1.09 pg/mL) 28.0 28.1 52.8 482 1.10*
MY (1.05 pg/mL) 24.5 25.6 485 438 L11*
MO (3.20 pg/mL) 27.6 28.1 51.2 479 1.07*
FT (0.99 pg/mL) 26.0 232 50.6 432 1.17+
RU (3.33 pg/mL) 2.9 25.6 479 426 1.12*
CY (0.81 pg/mL) 28.0 25.6 51.3 46.4 1.10*
PG (3.80 pg/mL) 27.6 25.6 49.4 46.1 1.07*

BHT: 7FLEROXF S MILIY BHA: FFIEROF ST oY—IL. AsA: 7AINE VB, a-Toc, a-Fa7x8—)L . 6-
Toc, 8-;ba7x0—JL. EA: IS5 B8, SM: &Y E—/L. pHyB, p-EFOX L REAER. VA =B PA:TOMIT
8. GA: BB FE. pCou, p-ITILEE. Fer: 7z /LS8, Caf: h 7B AG: FEX = LT WTAUL . CT: ATH,
TX: 2% 740 KM: 7o 2z20— /L. QC: T L F2 MY SUtF U MO:EYY FT: 74t T4 RULFL .
CY:7=Py PG:ARINIT=Dy, O—XT)— i B E :9.45 pg/mL, * p<0.05,



BAFEBRFHARHGNE (RO - REWRHEENEE)
BEETRMH DRy & SE BT 2R
Yk 19 EESHEAAREE

BLBh L RE o S E LI B89 A%
KRB IER y -4V ¥/ — LD NMR 2 VW= EREICET 5%

SHEBRE X BN EvERLEMEEMER fATNDE EEMEE

MEEE

MEEREICSIXHE, v-F UV —NVOFEEELEFBIEEEOFMEEIC OV TR LE. KROEEIZ
DWW T, HPLCE, T EHRIK LIS (QNMR)#ER L O'ERETIC (Electronic REference To access In vivo
Concentrations)iE CE & L7z. gNMRIEIX, ~F VP AF AT T (HMDS) 2 BEEREL TH5HETHY,
ERETIC#iY, A7 MPIABDOREEEHOEREFTE 5L, TOEFSLOV I FABELLY
REBERBOEREZITO HETHD. RSN -ERMEIX, HPLCHE=qNMR¥E=ERETIC#: Th o 7-.
B2, INMRIEIZBIER ROBREGBAFTERWVREICBWTHHPLCE L RSO EREEZRDDH T &
MARERFETHY, B2, BONB ARSI MTF—FIEEUE2FEOBBAI MVELTHLHEAT

HDLEZONI. LIehoT, ERETIEIRSDOERSEETH S & BRbh 5 OBEFERINY F
DR EREL L L TIEMERHAIC & D FHMIHIELUMC bQNMRIESE I TH D Z LR S iz,

A. A

BMRBINBOERDTICIX, 7a~hTT774
—2FATHHIE, (LEHREISEFAT S HE
(BEES), (LAYWEEORNELFM L HiE
(BAERSEHBECFAEIR TS, LirLen
5, SR LTHHEBEMLRREHTHY,
B o B0t 8 OERESNBAFERATRER
BE, ERBOVWThOFECL>THEDERHE
FRODZZLIIEANICATETHS. EEicE
RERMIZHRY L, HEL OEEARFRERR M
MEHY, ThoDORERBEERENENL T
5.

—%, Bl AEBIIBWTRARBERT
X, BAERSOSELHAELET, TAMH v
IBOMEMBEREME LTRALTWAS. Zh
i1, RRBEOFIMBRIFRTOBETHS -
Enb, T 25HMEL, TOEMSEHEMBLE
THNEFORRBEOREANRH D —FELLIZ
BRINTWDHLWVWIEBZFICESHNTWS. &

D EDICEEDSHHERE CHEEREREINEN
TWBMO KRNI SN T HHZMED & —
EDOREMEZ T 3 5HEEE RRICEREL, B
S OMERRNTHZEBLBETHD L
Bohs.

KRB Ry—A U 3 7 — X, R
XREMOALBONE, ATFa—LET 58

CRORNITFARCTAa—LET 2 VTEBEOT

ATFNEERFTETHLDOTHS. | LEFRM
YAEBIIERBINTWAS. £, TOER - 8k -
AHEI1Z, A FFA R(Oryza sativa LINNE)DFET
LB ONDIKLDIIIHER LY, FIRFFSK
TH )= RUn-A~FH U IITE b THEL
ek, aKxF ) —NVEZPLBELNIZLDTH
3. ERBJIATO—AE T2 ATHBEC RN F
R TFRLaA— N T2V FTEBEODZ AT NVTH
5. | LBETFRIMABIGESE Y R MEAEEIC
R TS,




AT EICHIEOBRLEFERI E LTHAVWS,
FOBALBHIEEEIZ 7 =V S EEDp-OHEIZ L B %
DEEINTWVD. LA2L, KmDEREIZDNT
i, TR ENTELT, AMLFESEE
Sh TRV, Zhid, ZEBERICTEHDOEY,
Fig. WIRT AT — L T2V TBERNY T
NROTFTNa—n 7o VIO AT NVEY
FHWARST L THIREHTHD7-0, EHRIZER
ERODDILDOTELIEREEXRET DI &M
HETHDZ LITERT 3.

F ZTHIFEETIZ, RARBYLEHERly—A V&
/ — NV OHERAAR % 88 B OdaE I+ 5 5
L& U CDPPHIEIZ DWW TRETLZ. ZORR,
DPPHIEIZ & ¥ 3K L= B blidiy—2 U 4 /
—NVHDT VTR AT NADE BT
HTLENHLNERY, KEERWTEMNMEET
i HEFTBZEICE>Ty-A VY /) —LORE
PHRTOHIZELBTELEZLONEZ. LrL—F
T, A Z2HE - RET D2 HETRH L —ED
REEHERTIETOLOTHY, FHEMRHSOR
MHMORE « EREE VI RTIEIA+HTHEZ L
ITE DR

TITHEEER, v~F VY —LFOEERD
DREB LSO EEX* BN E LT, TEEER
3£18(quantitative Nuclear Magnetic Resonance:
gNMR)#: 35 & T'ERETIC (Electronic REference To
access In vivo Concentrations)iEZ Rt L 7. o5
TeFERIZOWT, BIFEE TOHPLCIZ LA ER

FER L LB U QNMRIEDOF I W TEE L=,

B. #FFAIE
1) AEBBLOERE

RREEALBSLER] vy =4 U HF / — )L (y -oryzanol)
13, BAREBNDHS %8 U THEEZ1ERLot. No.
F03633)% AV iz, 72k, BGOMHERLE LT,
EBE 98.1% ¢ RBHIN TN EOERKIT
AATH /. ¥ 7aT7AT7F=Lr7z)bb—h
(cycloartenyl trans-ferulate, (CF)E#ES(y -4 Y W

J—NVEEA, BRES31-1674D)B L V7 &L
BKFE A U U L(PHP: REZHEHHE(CRM3001a;
purity 100.00+0.027%))iZ, FnyeMizK TEMEK) LY
BALELOEZRAW.., AFFRAFALIST
((CHs5)5-Si-Si-(CH3);: HMDS: No. H0638, purity
>98% GONIRFALA TERR) L VEALZL O
R,

NMREIE 1T B &R E-F(HR)BIECAS00 (500 MHz)
B & T'ECA600 (600 MHz) % Fi\ Vi

2) HMDS & NEE#E & L 7-gNMRiE
2-1) HMDS D 5 H &

HMDSH1200 mg % ¥5H I & D, HZ v a RV A50
mLIZ 75#% L 7= t, & % HMDS stock solution & L 7=.
PHP#I10 mgZ ¥EHIC &Y, A Y /—/14.0mL
\ZVE#% L, HMDS stock solution 1.0 mL% /il 2 {&#Fn
L7z, ZOFE#0.6 mLEZNMRF = —71ZB L,
HMDSHUEHIZE Y 7 & Liz. Table 1ITRT
Gt T'H-NMREIE 21TV, RR(ANTHEL,
HMDSODFiEE 5 K& 7.

XA)

Purjty(%) — ]HMDS /HHMDS x MHMDS /WHMDS %x100

I prp | H prp M prp I Werp
I= V7 NVHESE, H= 7 v b % HMDS = 18,
PHP =4), M= %FE(HMDS = 146.4, PHP =
2042), W=5mLPDEE

2-2)QNMRIEIZ LB vy AV ¥/ — L& BHIE
CFEEAEMMIO mgZ MEHEICEY, B/ aafki
L4.0mLIZEEfE L, 2-1)THEHIE L 7-HMDS
stock solution 1.0 mLZ N2 EF L. T DE#0.6
mLZNMRF 2 —7IZB L, SRAERAY I
EL. y—F VY — B RRICHERL,
KABIZHEY, FEZ RO,
KB)
I x 1 Hg MW,
] HMDS / H HMDS M HMDS / WHMDS
1= 7 FVIESEMHMDS = CHs-Si, S-X = %#7E
BHREDOHESME), H= 7o b 2 HMDS = 18,
S-X=#BEBHREDO T ), M= HFE

Content(%) =



(HMDS = 1464, S =602.9(= CFO 3 &), W=5
mLYDEE

3) ERETICiE v —A U ¥/ — L& BHIE

CFEEEMF20 mgZ FEHEICEY, B/ uain
LICEERREL, 5.0,2.5,1.25 mg/mLIZFHRFAR LIz,
Z DEHR0.6 mMLENMRF = — 7 ENENB L,
BREBRIERARE L L. Table 212773 ERETIC
SHETRIEZITVY, 4.3 ppmDERETICIE S DY 7
FNAFESEEI0E L2 D39 ppmllBE SN
HMeQED > 7 NFESE & CFORE DREE &
D BRER % VERK L 7=(Fig. 6).

BNCR MBI y A VY ) — g EE I 0
oA LICEREL, SOmg/mLICTARLEZLDO%
HEHE® L L, AEHFTRIZEEZITOCHEEM KLY
VERL L RER D 6 & B%% KD 7= (Fig. 5).

4) LC/MSSZ4F

CFE#RL LV y -4 V¥ —n 8
EtOH:Acetone (1/DIZ¥EAE L, 1.0 mg/mLIZENTE
NFAML, LCOMSHTRAREE L.
LC/MSZ:A4 : column, TSKgel ODS-80Ts QA (2.0 X
250 mm, 5 u m); column temp., 40°C_; solvent,
CH,CN/MeOH (9/1):H,0=9:1(0 min) - 1:0 (10-45
min); rate, 0.4 mL/min; inj., 5 pL; detect, UV 320 nm,

ESI negative mode.

C. WEARUEL
1) HPLC #EIZ & 2 M RIE

LCMS 2LV, CFEE#ERB IOy -A VY /—
MWMCEFINDIERLEMOBREZITo7. BRI
320 nm (2T, Fig 2 DRRIZE— 7 BB
i, ESI-MS BRXUXHE & DD, E—
7 1 % cycloartenyl trans-ferulate, £'—72 1’ %
cis-ferulate, ¥ — 7 2 %
24-methylenecycloartenyl trans-ferulate, v—7 3%

cycloartenyl

campesteryl ftrans-ferulate, ¥ — 27 4 % sitosteryl
trans-ferulate, £'— 7 5 % campestanyl trans-ferulate,
v'—7 6 % sitostanyl trans-ferulate & [ L7-. CF
EHERIZIE, B2 L2 B BESh, £0E—

BT 1:1°:2=97.7:15:08 THHo7=. Lo,
1,1°,2 DFENMEMAZEBE LY, T2bbeT
BYMDVAR AT 7 77 —BELWEREL
7ot &, CFEELOMEIX97.7% (REEDOEE
=99.2%) L B & i.

WIZ CF ERELEZAVWTEY—2 1| OHEE L BE
DOBEEPLREBR=DEERL, y-FYF /) —
NEGPOT NV TBETATNVEDOERE% CF &
L TR, TOKER, v-A UV —n8RicE
BAnE—7 1~6 #REH LEHE, 93.1%&XK
HohT.

2) qNMR JEIZ & B HEBIE

sa=w b 777 4 —ZX 0 ERDPOFEBRIL
AEEETIHE, NENRYELFHEDOE
BERAMEREBELSMLETHY, ILITHITIC
AW EEREBEEROBESCHMEORENEHN
IR ENTVD & ZIZDH, BIEEDOEFEMEN
BICHEREND. LL, EBEOIuw 7T
A —IC X BHTTIX, s OEERZEELN
AFTERNWIENEL, AFTERLELTLE
DEBERPHEORENIIZHOVWTHRIATY
LLEBFHTHDID, TOMEBOEEMICD
WTIIEICRRIBES. 2ERb, FRTIIHEH
ILEYOEECHEOEMTIZIEFTICHETH
B, ERZiZzu~w o7 iR ER
TRTCOE—7EEOMIHT HEL— 7 TFE
D7 ENLHMEMEE RFEL - 221 THAI
HMEN TS EIIEVEEWL O ERERS
LLTHWLRTWA D THD. XbiZ, HME
OEWTRRESERBAZEESGORAME LT
AuniufmoffEirnw Bbhsarb Lk
WS, REA—I—3 JIS SMBERKBIEEST S
LOERFTLTNEDTH - T EZRIEL
TWA DT TIRERWED, BEIITHRAEOM
EORENIHREMBICEELRIET. Tiabb,
ROONTEEMT, HETH MEHER) L L
THWELOZEREL L L XOMEMETH D,
HEEMRD N TWB DI T,

L7ehoT, TEBRERR) 2FHoTEE



7218, FOEBENERTHD EEZDDNRS
FALFEOEHRE > TWEN, TEFERERR)
DR FENMRIES N TWRWIRY, BEffx Ko
BOIEIARFETH Y, ZhBBROEERSHIED
BARATHSD.

—F, ERER 3L Nuclear Magnetic Resonance:
NMR)iE, L& OEERT - EMESITIC K
BIZAWSHh, BARERFIPDBICXERES
TIHBECHEFTEOL B OEBAREIERAEN
TW35. NMR 2MEEWDOREERENT DT 172 —
NELTRAH1>08AE LT, BRIEDOY T
WBREEBNICHIERRETHDIZETHD. @
O 'H-NMR BIELRHETE LN D AT MVICESE
EndEPpoTa b v P, BREick
> THAY 0-15 ppm ORIEHHEANICBE S L, &5
KBRIN-E VS FAVEYERBRED 1
FEIZIIER ST 5. S6HT VAL TY
RUVHKHEZEGEEBELL-LETRTOV Y
FFESET 9% LD ERM ZFF.

XoT, (kB LED2o0BHBEDT 0 LK
Ny, Np) & & 7 FAFESE, L)DOBRIER C TF
Iha.

KC
L_oN
1, 2

I= BHE1BIU 2070 oo F V8551,
N=BH#RE O o &

S b, 2TEOILEW(, )M RIERBHIRE S
NTWBDHBETIE, YT AESMETBLEHD
EVREICHFITHOTAD & LTHRRTE 5.

XD
4 _mm _ nW, /M,
I, nm, nW,/M,

n= 79 brf,m= TLVRE W= EE M=2
FE

Thdbb, XD TR Thr—FOLEmicE
ERIUHENRASLRMELEMENESREL LT
Auvhil, REMBRZT 5.

X E
P _ ] sample sample sample /Ws'ample x P
sample — std
Toa | Hypg My 1 W

sample = 3}, std= PWIEHE, P= HIE%)
=70 bV 7 FAERE H= 7 b,
M= 418, W=8E

728, 'HNMR iZBWTE TV FANEERME
B DRIESRMIZ OV TIZEEI Pauli bR &
T Saito & D45 (ZHE U 7=(Table 1).

gNMR #EIZ& Y, y-AV ¥/ —1BEBIT
CF ZHESLOMELXRIET D010, EEHERK
BEEHR L LT HMDS (hexamethyldisilane) % A\ >
7. 'HNMR BIEICFWT, HEUHEREEO ppm)
RO D IO DOELEYH L L T TMS
(tetramethylsilane) 2B E AV G 523, FhRAME
WEDERIIBETIZEPRETHD. —F,
HMDS iZ&iR NMR JIZEIZRV T TMS Db
WAWONAEEYETHY, WRNBELFER
BETHY, BEEZEHEL L THLFHATES. 22T,
HMDS % CDCL {Z¥#i% L 7- HMDS stock solution
ERBL, Zh% NMR JIERFICIX SEHRIRL T
ERTHZLE L. ZELBKEDY 7 A
(PHP: 3B 7EZ #4)E (CRM3001a: purity 100.00 %
0.027%) % AV TR A LV BEREZITo /R,
HMDS DO#EEE 1T 98.5%, 4 EFAH L 7~ HMDS stock
solution #10> HMDS D& i3 27.58 mM T o 7=
Wiz, CFEZHESBIVy - AV ¥/ — L8R
% 0 ppm (ZEEE X5 HMDS @ Me 2142 H 3K
T3 V7T AFESEAS*HNI TS 3.90 ppm (28
BIAND 7 o VTBEEHO MeO EGQ*H)D Y 7 F v
EOMEEL Y, RBIZL Y CF & L TR (Fig. 3, 4).
ZDFER, CFAELEROMBEIL 97.2% (SD=0.6,n=
NTHY, y-FIVYF /) —ABGOMBEIZCF &L
T 93.7%(SD=04,n=3) ¢ RSN, 7235, 3.89
ppm (/NSRRI THFARBEEINTMN, cis-7 =
NWIBZATND MeO ZEIZHETHILODOEEX
bhiz. :

3) ERETIC {:IZ & B M RIE
ERETIC (Electronic Reference To access In vivo



Concentrations)#% & 1%, '"H-NMR A~ h)LHZ4E
BEORERBEEAFROBERER25%, TOESLED
MELLVRMNBERBOEER21TO>DLOTH
5. EELTHDIIERETTHLED, EBED
HEBH DL EDE E XD LERRZWATEN
TW5. EEOFIEL, BERULEL 5 EERS
OREEMBLAEL, ERETIC E50A7Ey
b PAHOTREEZITS. KIZERETICIE 5 DEE
R, RFHEICBOTRMEBERMZAEL,
ERETIC E5 L DMEL & VIBEHET 5. 7
bbb, BEaEERE L ERETIC 58 DME TR
FT&Rans.

X F

ERETIC = REF x %“—@

REF
ERETIC = ERETIC {E 58, REF = BExniB R
FOBE, Apreric = ERETIC E S DFEOE, Arer =
BEXNIR EE Rt DFE

Iz, [ ERETIC &0HIC & 0 RENTEEESE 2 5
ETHEE, RMBERBMOBERIXRGIZLYK
Honb.

R G

A
Comp =k x ERETIC x —="2—

ERETIC
Comp = REBRERBIDORE, k= 7o hro¥K
124

& 5HiZ, ERETIC EFBE.X—EICLiL &,
RIMBEREIO Y I ABESHEITBE L LHY
H7c%, XNH OBREBHRMBRILTS.

X H

Comp=aX+b

a = Arpr/AgreTic, X = RENBEERBIOELHE, b=
iy

£ Z T, CF Z#RZH VT, Table 2 IZRT
ERETIC &4 CTHIZE #1TV>, 4.3 ppm @ ERETIC {8
BEDYTFARENEE 10 & L= & %D 390 ppm
IBEBEND MeOED S 7 NViENE & CF D

EOBRLYBRERR = 0999)% fER L 7= (Fig.
6). iz, y-F U ¥ —nLBIEICHONWTRIEZHET
THIEL, CF EHRIVIERL-RER»LE
B%% RO (Fig. 5). TORER, v-FV ¥/ —n
BB OBEIZCF £ L T93.9% (SD = 3.1, n = 10)
LR L. ERETIC HEixREHchob &%
BEZ D VLERRVRTERL TV, SDED 3.1
(n=10)¢ KREPEMDOEEM L VS A TITHE
RTEXBL0TiHehotz. THITIRE, ERIE,

BR/ A X%ED NMR EBEZEAZFGOEICLY,
ERETIC ERREN—EIX bRV D EEZS

nrz.

D. ¥¢8

HPLC £ T, RGP DR D53BERHT L
I RTIFENTWADD, EEBSTICITHERE D
BESEBUEATHIRTE> TS, T, Ei
mEFEOEOMEORERRIZIEORERE ERF
BETHY, ZELOMBEREICIIIIRABRIEN M
EThH5.

gNMR ETIT, EESTICHRRSS & RAHED
BESELBELE LRWRATERL TN, HBESD
Br& w3 ]ATIX HPLC HRIT RG> TW 5. Ln
L, B5h7 NMR A7 &y F g
FRUERMEHOZ L0, HIERSYL L
SmDOMEERTBRBARS MVELTHERATD
HEEZBNT.

ERETIC #Tid, EEOFTICEEREZLEL L
RORTRLEN TSR, EBELRFCLIAIE
BENKEWEEZONE., 72, DB LW
I AT qNMRE & RIFRICHPLC X W 5T 3
EEZ bR

y-F VY —LOEEEL LT gNMR B &
ERETICiEZ #Rat L, 3D HPLCIE & ER %
LEEE L7 (Table 3). v-A U ¥/ —LBG0EE%
CF & LTRbizLZ A, HPLC ¥, gqNMR BB &
U ERETICH L Y R L EIRIZIFE LWER
E7poT. FRIZ, QNMREZHIE S ROZ YR H
AFTERVWEAICBWTH HPLC & R%DE
BEX KDDL XA FIETHY, B, &



BNBARY MATF—FIXERMELRHOBRA
Ny MVELTHLERATHDEEZ LN

E. BE#R

Akoka S. Trierweiler M. 2002. Improvement of the
ERETIC Method by Digital Synthesis of the Signal
and Addition of a Broadband Antenna Inside the
NMR Probe. Instrumentation Science & Technology
30: 21-29.

Pauli GF. 2001. gNMR — a versatile concept for the
validation of natural product reference compounds.
Phytochemical Analysis 12:28-42.

Pauli GF, Jake BU, Lankin DC. 2005. Quantitative 'H
NMR: Development and potential of a method for
natural products analysis. Journal of Natural Products
68:133-149. _

Saito T, Thara T, Sato H, Jancke H, Kinugasa S. 2003.
International comparison on the determination of an
ethanol aqueous solution by 'H nuclear magnetic
resonance. Bunsaki Kagaku (The Japan Society for
Analytical Chemistry) 52:1029-1036.

Saito T, Nakaie S, Kinoshita M, Thara T, Kinugasa S,
Nomura A, Maeda T. 2004. Practical guide for
accurate quantitative solution state NMR analysis.
Metrologia 41:213-218.

F. Bt5sEk

(1) wWIXHEK

1. Sugimoto N, Koike R, Furusho N, Tanno M,
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Fig. 1 Main constituents of 7r-oryzanol
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Fig. 2 LC profiles of cycloartenyl trans-ferulate standard (CF) and y-oryzanol product

a) Cycloartenyl trans-ferulate standard (CF). b) y-oryzanol product.

1 = cycloartenyl trans-ferulate, 1' = cycloartenyl cis-ferulate, 2 = 24-methylenecycloartenyl trans-
ferulate, 3 = campesteryl trans-ferulate, 4 = sitosteryl trans-ferulate, 5 = campestanyl trans-ferulate, 6 =
sitostanyl trans-ferulate
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Table 1. Instrument and acquisition parameters

Spectrometer JINM-ECA (600 MHz)

Probe 5 mm indirect detection probe
Probe temperature 25°C

Spectral width -5-15ppm

Data points 32000

Flip angle 45°

Pulse delay . 30s (>5*T)

Scan times 8

Sample spin 0 Hz

Internal standard Potassium hydrogen phtalate (PHP)




Table 2. Instrument and ERETIC acquisition parameters

Spectrometer JNM-ECA (500 MHz)
Probe 5 mm indirect detection probe
Probe temperature 25°C

Spectral width -2.5-12.5 ppm
Data points 32000

Flip angle 90°

Pulse delay 5s

Scan times 8

Sample spin 15Hz
ERETIC offset 4.3 ppm
ERETIC attenuator 26dB
ERETIC phase =60




Table 3 HPLC¥#:, QNMR L X ERETICH: & VW R 7= S B D LEE

Method Content

Cycloartenyl trans-ferulate standard (CF std) y-oryzanol®
HPLC 99.2% (trans isomer = 97.7%, cis isomer = 1.5%)”  93.1% (sum of peaks 1-6)
gNMR 97.2% (SD=0.6,n=3) 93.7% (SD =0.4,n=13)
ERETIC - 93.9% (SD=3.1,n=10)
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