Era— A7 75— MEBRKE  FEHA
#® (lmg/ml) ZEro—R7E5F— FEIZ
1 pL, FE@mEicTA Fe——& LTA
VFA4 TN RNV T R FEBRA L, 0.1
MEY /0047 M XFEABER (pH 3.0) %
AWV, 1 mA/em THKE) LT, vkEIIETHR,
0.5% hJbA Do T N—T10 HyR%E L, 7%
AcOH TH B 21T - T2,

BEEAERR AT OB (X mg) 120.1M Y
INFAaEilE (TFA, 0.5nl) %Hi0%. 80C
C 3 BRIk 5% UTe, TFA % B8 %4, NaBH,
(10 mg/mL in 1 M7 E=7F7K, 0.5 mL)
ZMA, BRET1RMETL. ZHOFR
M %2 @F o NaBH, % 4y & % . 10%
AcOH/MeOH (2 mL) %N % IBHERLE T 5 HalE
Z3[E, RVWTMeOH (2 mL) %40ZIEWER
B35 #IER 3 E1T - 7. IRIZ 2MTFA (0.5
mL) ZEREHIHNZ., 120°CT 1 BERIANA S A%
ZHEM L. NaBH, CBETTH28ELITo %,
BONETAYD h—L1-AFNAIFY
—/b (0.1 mL) &MEAKEFER (2 ml) IZXV
FTrF Lz, 7 aafihb ek CHE
%, 700 RNV LBEKTEHEL, Z7un
FNVLBEEE L, BohkTA Y b—
NT 2T — FEBEIZICCBLTGC-US IZT
AL,
SFEORE : PEHEHK (1 mg/ml) % GPC
TR L=, MERIZS FEBEMDO T L
7 v (Shodex) %V NTHERR L7z,

C. MRER

B X MREBITICL Y SEIL
RER, MO FEES (L1g) LENTFE
E4 (0.9 g) @7, KIT, KCLIZK DA
MEOEERVTHEILELEZ A, FIRH
4y (KS, 288.8 mg) BIXUOAREESY (KP,
847.5mg) ZENENE=, TN Eh%E GPC
TOWMLERRE (Fig. 1), ZhZhoEE

WKL FB Mw) 1X9.79X10° & 9. 69X 10
Thot-, ¥/m, Eru—RAT7EF— MNE
BRIKENCTHOMT LIzE 25, Fig. 20k

VKB E NI, ZORER, KS EIoIIEIE
VTN RELTHKEBIEN DR L,
KP B4 iE A A /80 ROMIZ A AT Jp R
REmt L7,

BRFEE O Lz 2 A, CKP B4 Tl
HZ 0 b—RE3,6-TNA KaWF7 b
— AN 1:0.25 DEETEEN TN, —F.
CKS 43 TIIHF 7 h—R & 3,6-T A
Fads s h—A0H# 1:0.13 OLLTESE
NTWEIEh, Zra—RL R Ehz
(Fig 3),

D. B8

—RIZ. BT RS MEEDH B
= (k=) ROAAZ— (=) HTFF
FoRTMEMDIRNT LY (A=) BTFX
FTURGERENS, SERE LB
WTC, DI ITFFUBREETNDETNEN
2. & HIIAFAELIR MR (T K B AR
BYUETHDH, CKS B TT N2 —ABK
HahlZ &g, ZRBHCT V7 U BEE
NTHBAREMENRE 2 bk,

E. %
AREPITc-HTXF R EEED
ZREREINTWBEZ L BRI,

F. Bfoe3ssk
2L

G. HMPMENED HFE - B&IRIT
L
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Fig. 1. GPC of CKP and CKS Fractions.

o o
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o o 0O

Fig. 2. Cellulose Acetate Membrane Electrophoresis.
CH: High molecular fraction, CKP: KCI insoluble

fraction, and CKS: KCl soluble fraction.
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S 3.6-AnGal

}: Gal
e—
F__-. 3.6-AnGal

; =Gle Gal

. b 3 | 1030 W sisy a0 197 g0
T u ' y

il

mnn

Fig. 3. GC chromatograms and mass spectrum of 3,6-
anhydrogalactitol peracetate.

(A) GC chromatogram of KS, (B) GC chromatogram of
KS, and (C) mass spectrum of 3,6-anhydrogalactitol

peracetate, AnGal: 3,6-anhydrogalactitol peracetate, Gal:
galactitol peracetate, Glc: glucitol peracetate
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E A B BRI R B E (RGOR BERERHEERTE3E)
BEFEEIN D RSy & i B RHIZ BE 9D AT
Rk 17 SREESTIERTSEEE &
H b= RED RS « i E B35/
—FNRJARRH b= 2D 53T —
SIEFREE KUEE ENERLEMEEFEFTRMFINYE ZEMEE

MRES BEERNMABICINERINTOBTFARIARRT b_—20D HE R E
Ex BEIELT, RO LHERRRIECBEIIMALITok. fEE TLC koL
FER, REAFBIXEWVCRREAAF—ERL, A—HBIXRERCZ— &R
7. LOMS 2555 T, WO & B it onTb EEMRROERUTEIENT
%, FLC, & B IR THRERSIIRVESLEmBREEh. GCMS ZRAW:
BE, BEBCLEABOSTIZLY, WTFho & BBV Th EEMERR S & 1 H
T, RO THERS ITRVEL LMz, L EDKSiZ, TLC, LC/MS,
GC/MS ELFERABRIELL CTHERThAZ ARSI,

A. TFREK

BE IS4 BTN S TOD A b —
ADOHFIZNE, REAHBRELREIN TV
WHONBE. 28 FEH, B 7 RTY o
R DB BB ESNIZOHLT, 8 K TITH
BUESESH -5 B iR, R o8+ 8
LTI TRV BRHHT L, BERIED
REBR+53 THHZ LR EIKS.

H BR—= RN I BT F DR DL D EKEE
HOENES FORDLOBHEH, &
FOLODHFIZT NN JARBERDTEE XD
NAELORHE. AKFR TN L—RD5,,

R)F L~ AR RER A EENTOD ATy

7, B VG, =ayay, XU ALK b,
TLIBAED 5 BB EVT N IARBERD
LEZhTtwaaly, a— YLiigo 2 BB
OWTC, MEHRBEREY B AL THEERR
BT EEITo7-. TLC, LC/MS,

GCMS (ZEWBRESITL, Zh DD FIEDRN
FESRREREL THEA FTRE TH DN EINRETL

7.
B. N
(1) Bk

UTFToOREZAFLE. BRSBINDESGIX
AR MINMHHELVAFLE.
< AF v BTN, REACN B), BhHE
D 3 BE. oo EiE BRIy, RE
(FroepiZksy), @ikt 3 W&, LI &
AN 1 WE. XA H b — R
A2 85, =avay: —REEA 285, v
VRE MR 0 1 /WG a— ULl
fg: A&MEBMO 1 85,

RE I THRRICLUEZRFEEL, 20
mg/ml DI FELRBINIAY /—NEMZTH
#£1%, 3,000rpm, 20°CT 20 4y 0o BiEE
TV, FOEEETANE—HBLTAZ /—
MRS Utz A% ) — L HB I N AL
SYNDT Y AZ (IR E RS EINZ,
30 S RIGESETAFIALREIL LT, AF /—
VIR 1mL ZBEEEL, TMSI-H(GL




Science) 0.5mL %MZ T 60°C T RIGS
T TMS bRERE L7z, AZ/— L Hl K
ImL ZAF AL RABZ IERLE L, TMSI
—H 0.5mL /% T 60°CTHELYFIGSET
TMS 1L, AF AL TMS LR E L7z,
)TLC
TLC #R: Silica gel 60 Fas4
BRI 1: =—F IV —~TZRH(6:5)
BB 2: = —F N —~TH L IRIK(2:1)
Bt 1 10%H,S0, FEER OMPAEE
3) LC/MS
Instrument: Micromass ZQ system (Waters)
HPLC conditions: column, ODS-100S (2.0 mm
i.d. x 15 mm, Tosoh), column tfemperature,
35°C; solvent A, 80% acetonitrile; solvent B,
98% acetonitrile; solvent C, acetonitrile; flow
rate, 0.4 ml/min; detection, PDA.
Gradient profile: 0-15 min, 100% A-100% B;
15-19 min, 100% B; 19-25 min; 100% B-100%
C ; 20-25 min, 100% B; 25-26 min, 100%
C-100% A.
MS conditions: APCI positive or negative; cone
voltage, 30 V; corona current, 1 pA.
(4) GC/MS
Instrument: GCMS-QP5050A (Shimadzu)
Conditions: column, DB-1MS (30mx0.25 mm
1d, 025 pm film thickness),
splitless; column temperature, 40°C (1 min) —
(20°C/min) — 200°C — (10°C/min) — 300°C;
detection, EI positive.
(f B ~DELE)

L.

injection,

C. BRARUVELE
(1) TLC & BV -3tk

NF I~ ARBRE T DS L2 LI NE, <
ARF vy, =ayary, oS LH b, T

FEEVSEE 1 THNLIEZA, HVWNZRRS/S
H— R UT(B ). e, Ziw il 3 8
mR W RAF v 2 BRESHLIZEZA, F
—h B OWGIZIER L2 — 0 Z R Li=(E
2). VTN ARRB Oy, a— UL
HeZ B8 2 THMTLIEZ A, & BRI
RERBHLNI(A 3).

(2) LC/MS IZ 15547 LB AR

ODS W7, AWTHEEL, RRE/LFEA
F ALk (APCI) THE 95 LC/MS TAZ /—
NBHIESTTL, BFAZFE—ILT5
AN =D D% FE L.

BIEL T AF D | WRORBERETT.
4 DI NI, EDLIRIZY A4 —F
TUVAKHER, APCIH® TIC, APCI-® TIC ¢
B, T, 70w N — IO RAZRZ ML OF
ZB 5 \ZRLE. B 5-A k@ 5-B 1% moronic
acid (6)%7-13 oleanonic acid (7)< RAARI |
IWTCHDIN, m/z =437 DAL — 7 B_— I
— 7 THY, EDIINNZ m/iz = 409, m/z = 455
DRI BROND. m/z = 455 DE°—I73
TahAEMAZ L MAH]CHY, mz =437 1%
[M+H-H,0] Ch 5. /=, © 5-C &K 5-D i
® T = T
isomasticadienonic acid (9) T 5.

ZDiEH, APCI+ THRHS WL EWIZ,
(8R)-3p,8-dihydroxypolypoda-13E,17E 21-trie
ne (5), , hydroxydammarenone I (1) or
2) ,
aldehyde (3), 3-O-acetyl-3epimasticadienolic

masticadienonic  acid

hydroxydammarenone II oleanonic
acid (10) , 3-O-acetyl-3epiisomasticadienolic
acid (11) Ch-o7-. #HiEXER 6 (TR L.

APCI-TiX 6, 7, 8, 9, 10, 11 BRHEHh
7.

Fiz, o 2 WOV RF vk EERMEToH
WLIceZ A, FEROERBEBLNE.

D& B IZOWTHRBRIC DI LIcEZ 5,
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WFNO&HEBIZOWTYH, TAARROE
BRSO RETHIENTEL, IHITH
HEn-mar% 5 B RO & CHkL,
FNThof BIZRFREA T, HERRBRICRT
BHIEER S ERVBHLaMERE L. HIZ
(= AF I TCiL6, 7, 8,9 ThHoD.

(3) GC/MS (X D551 L HEFR AR

RE DAL ) — NI, AF NACEEL,
TMS fbakE}, AF AL TMS (LR E STl
Jr. 2w =7 D AARINUZBITHT
STRAT—ar R — bR EREL
7.

BILL TR 7 iz <A BIED 1 SRR
BERT. ENDIRICAZ ) — Y, AF
IALEREL TMS LRt AF 1 fk TMS (K
B TIC THS.

AF NACEBI D~ ZAAAZ M DFIZ K 8 (2
RU7z. X 8-A X dammarenolic acid methyl
ester (14a) D = A A7 ML TH B M,
[M-H,0]" CdD m/z = 454 & m/z =385 D<A
v—I2RR6NS. £, K 8-B IX ursonic
aldehyde (19)Th 525, m/z = 438 DE°—21X
BFAFE—TM] THB. £ DM, AFL
it 3 #1212, dammaradienone (12) ,
dammaradienol (13), 1, 2, 3, 17, 21, ursonic
acid methyl ester (18a), nor-B-amyrone (20)7>
BHEhz. ZnbDEEREZR 9 IZRLE.

A5 )=\ AR TIE 12, 13, 1, 2, 3, 17,
19, 20 AHEHIH, TMS {LRBTIX 12,
dammaradienol trimethylsilyl ether (13b),
dammarenolic acid di-trimethylsilyl ether (14e),
hydroxydammarenone 1 trimethylsilyl ether
(1b) or hydroxydammarenone II trimethylsilyl
ether (2b), dammarenediol I trimethyllilyl ether
(17), dammarenediol II trimethyllilyl ether (21),
19, AF /AL TMS (LB T 12, 13b, 14e,

1b or 2b, 3, 18a, 19 S FRHINT-. MdeiT L
REIIVEN TMS (&S ITT2eBZLND.

D& B IOV ThRERIZ T LIZEZ A,
WO BIZOWTYH, TA/ARROE
BRSO R THIENTEE, IBITHKR
HEN =% & B R OB S THkL,
ENETND MR BIZHERIYT, HEERRIZRT
DIER Y L2V B A MERE L. Bl
WES 2 AR TIE, AFUHEREHZRITS
14a, 19 DY —27ThH 5.

D. B%
(1) TLC Z AV - e R Bk

NITANRJAREE, UT A~/ ARREE
b, Besi BIXEWZ RS —ERL,
Fl—& BISIER U AAF— 2R LTz, Liehs
2T, TLC Z SRR RBRELLTHEAT
xHEEZLNE. LL, FOMBIZBWTH
ARy MR E LB DD THRBRREITORRIX
4 DL EDOARYNRTE T B0, MO HTIE
O CRERRBREITOZENEELNEE X
Lis.
(2) LC/MS 12X D554 LRk

WO BIZOWTS, TA/ARRD
FEBBRIZHRETHIENTE, £LT,
fm BZIE R CHRER S IZRVEB e
R&Nh iz, LOMS BRERRBRIELL T
BHTHBIENRENE.

TN ARIZ UV RIRABFI 20, BRI
PRAARIMAAN =B AT T F &'
FRNSFEE L. negative mode TIHXFEITH
VIR BEHIRR A S, positive mode TIT WL
RUBIZMZ, ThorReT ha— Vs giHEh
7z. APCI EILY T NaAF AIEIRD T, =R
AR TR FRBREFLIEN TET.
positive mode TiX7 b ATINZELY, HTFE
+1 DR —I D3HHI, negative mode Tid
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Tabs B R S FE-1Dv A — I 15
bz, 212, 797 AT —ar il
HEE RN D220, HEENIEFIZLLE
TWAHEMEEZ X THZLENREETH-
7.

(3) GC/MS 12X D53 BT L FER A BR

WFNROSBIZBWTL TEERR DY ‘

BRI TE, RN THEERDIZRVBLE
WhamHHENI-h, GC/MS RERRBRIEL
LCHRThHBI LI RENT:.

GC/MS 13A% /— /N HhHE E RS HTL T
bR TELILEW D=, FHEA(L
LERBL oL, NIT A AR —2
IR 17~23 D8R, VTR
JARDOE =213 EIZ 11~16 DIZHNTE.
LC/MS LB T B TT5 T A T —Tar B,
HEEwRIIE<ELNn-E.

RSB YHBRIE TERE—I N RS
NIEDIZAFNMERE Th ot AF 1k
TMS AERBFTIE, NIT A~/ ARIZB W T
7 DEBAF NALRELL OB L 7228, &
TN )ARIZBWTCIRED Lz, 2, AFL
it TMS LB TIZTS AL T —ar 3
M2, (LB DRENPEHRFELH -
7. WTFRO G BIZB W THOAF MALEREC
B REAOLEMBRHLN, T, BIEOEIZ
BWTHNAF N NNT T A AL BAF
IMEIZBETH B0, RRRIZIIATF L
L7t VA0 NR—FBL TWEEEL
bihd.

(1) NITIAJARREE, DTN AR
b, BRDMBIZEVICERDF—ERL,
M—f BIIRER U F—2 &R LIz, Lizs
-7T, TLC Zf{EHERRBRIEL L THEATX
BEEZ L.

QAZ /=N HhtHH%E ODS WF L% AV
LC/MS THOMLIZEES, WO B iZo0
Th, WIVRVER, TIa—), FroREFIL
NRIARROEFEERR DT X TRIEHTEZ
EMTE, £ie, 5 B IR TEERS IR
DRI EMBREEINTT=D, LC/MS 23
AABRIELLTHRAThDZ N RSz,
GYRABDRAZ /=Y, AF AL LIRS
TMS {EL7=308t, AFfke TMS {bE1To7
BEHE GCMS THHT L. WTho Bz
WTh, BRI THEERDIZRVELLEYE
BOIFEALEDEEBE RO BRI
DT, GCMS bE-FERARIELLTERTH
BT ENTRENT.

F. Wrgesssk
1. FOC3EER
7L,

2. PR

KL, M, A, (LR, 7T, 48 3, 200, B
AR 90 BEIFRES, 20054 10
A 21 B, BEIFAARRH b= 2Dy
ERBRIEIT RS9 HHE)

G. AR PEHED HFE - BRI
L.
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700000000 .
Diode Array
50000000 -
o M : el . P
40000000
30000000 - A_PCI+

20000000 -

10000000 -

8]

200000000 - 6,7 v 8,9
\ e APCI-
150000000 - ,
100000000 -
50000000 - lf’\ 11
o L : .\, Lo
o 5 10 15 20 25
X4 <RXFv7DLCMS S5
4000000 6000000
A 437 C 437
APCI+ 0000001 A PO+
2000000 | . . 409
RT: 5.6 min RT: 8.2 min 455
6or7 2000000 Sor9
\ 455
0 , . dadd o , . .'lljl.'
100 200 08 400 500 600 100 200 300 400 500 600
6000000 6000000
; w0l - 47
4000000 | APCIL+ 4000000 APCIL+
RT: 5.8 min RT: 8.5 min
2000000 2000000 8or9 455
6or7 455
o i . L} n .l i 0 . : '|L I
100 200 300 0 500 600 100 200 200 400 500 600

Kb <wAFvsdLCMS 547
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CHO

2 2 o
~ %

4
Y
Z
~
-

1 hydroxydammarenone | 2 hydroxydammarenone il 3 oleanonic aldehyde

HO

A
“
“

"
%
Y

4 (8R)-3B,8-dihydroxypolypoda-13E,17E,21-triene 5 (8R)-3p,8-dihydroxypolypoda-13E,17E,21-triene

S

COOH

6 moronic acid 7 oleanonic acid 8 masticadienonic acid

COOH

8 isomasticadienonic acid 10 3-O-acetyl-3-epimasticadienolic acid 11 3-O-acetyl-3-epiisomasticadienolic acid

6 v AF v 7 OWERRERS
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16000000

p— 1,2 dammar
13 l 3,17, 21
000001 12 19
6000000
3000000 1 20
0 T T T T T T T T T T T
12000000
14a 12 dammar'Me
) v
13 3,17, 21
| 12
6000000 19 18a
3000000 4 20
0 T T T T T T T T T T T
6000
w0 1b, 2b
dammarTMS

13b X
3000000 -
12 | 14e 1

/117e, 21e

)

1b, 2b
e 14e l"

dammar ' Me ' TMS

13b

18 19 P A 2 3

7 Zr<n#ien GCIMS 4347

— 88 —

800000

700000 4
o000 dammar'Me
RT: 18.3 min
500000
400000 ]_lléi
300000 4
385

200000
100000 { ‘ I 454

0] Ih!uwm....'l A L [

100 200 300 400 500

700000
800000 1 dammar'Me
500000 | RT: 20.1 min
400000 15)
300000 -
200000
100000 + 438

o il ‘liﬁ ul N Al

100 200 300 400 500 600

8 K =g D GCMS T




A
2
2
7

12 dammaradienone 13 dammaradienol, R=H 14 dammarenolic acid, Ry =R, =H
13b R =TMS 14aR=Me, Ry =H
14¢c Ry = Me, R, = TMS
14e Ry = Ry = TMS
OR

e
“ -
~

“ " "

1_hydroxydammarenone I, 2 hydroxydammarenone I, 3 ofeanonic aldehyde

ibR = TMS 2b R = TMS

-
g
”
3

OR4

4
“

£ >

~

., gl

. : 17 dammarenediol |, R1= R, =H
15 oleanolic aldehyde, R=H 16 ursolic aldehyde, R=H g ™ 2
15b R = TMS 16bR = TMS 17e R{ =Ry =TMS

“
>
,
7l

18 ursonic acid, R = H ; 20 nor-8-amyrone
18a R = Me 19 ursonic aldehyde

OR,

R,0

%
~

21 dammarenediol |, R4 =R, =H
21e Ry =R, =TMS

M9 &=Ly & HEE
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JEA B ERERRR G (RO - RERERIEENTIIEESE)

BEFF I DR Sy & Ak

FHilh 2 B9~ H BT

SRR 17 SR EE Sy ARG
RIRMT AT NWRH D= A DG
HEMEE SRETF BYERGRLEEFNEFTRLBIIYE EEMEE

WRES KREETATARY LA 10 F B ORI EIT, BRMSHE
FROEVMC L 0 &6 H2HRT 5RBRIEEZ BRI Lz, TLC O ORR, £mBERT
A IEERSHEBICEONSR LN, TLC IIHERRRIEDO— DL LTHEATHL LS
Zbhie. ¥z, GCMS T & 0 HEARNIEE - T a— AV Egii Lok 25, R
AR LSRN R 5 B B TH Y, 72, IR AT MABETWSRBERLEY,
FEAAERE R AT IS Z TV 2 — VRO A EhbE 222 T, MERLEZK
ATEBZENShot. SERAVWESEIMERFIETHLZ LD, &
B DRSS DHERICE R FiEThH D Z L PR SN,

A. BFREER

BEAEIRIN4 A B U R b VIR
ENTWBRAREEDOH L_N—ZDFIZIL,
FOEHRD E UTCEBIERRE BkT V2
— VDT AT NEEETDHHOBEL FE
TB. ZOWN, Arrosey, BrTY
SuykOIve vk, $7RELENY
NFEENNHEESNATEY, 7/ Y 1358
iz shsFE, variray, aAX
hav, Yyz=Ivyray, xEAs\ny,
ruav, Er¥raviy, BEARLHBIM
ez & 2 B =RREEERINGY B EHUE VI
FEEEh TV S,

L Ledh, THET, BEFERND L
L CEBICH@RL TW A REO RSSO
TOFHEMBRFIT R ENTHRY. E,
TN H L= A DS THERBRBRIZ RS
WX Z~=7 bVERALTRY, TRIRSR
T AF N OREETRTN, TATIVRT L
N—2A G BERLETHERT S L, PIZIE, v
Avagrteray, hrrogaybE

vAE Dk HL, AT MO XL
EbDbH Y, &5 EHEEORSHERICIE
WL TV,

F T, BHEMS OMBEN» DA E 2
BT HRRIEEZRIFT DD, Zhbx
AFNRH L= ADERS %, S0
S A AP Rl L v Oy

B. WFsEGik

1. 3B

T AT VRN A— R 10 BT, BAR
SRS E B U CAF LR, JBIERA
F N AT IVIRE A (Cat. No. 07756) %
SUPELCO ##lD ¥, D%, cis-11-eicosenoic
acid I% SIGMA-ALDRICH #8D b D%, ~
Ky 7oy # i FLUKA Db D%, 5%
HALKFEAF /= VRO 11-A4 2k /=)
(MP Biomedicals #f) ZF M T
(%) b0 EHEALTHWE.
cis-13-docosenol %, HFILER LTI ()
DY D%, SI-H (kY AF T Y 1 (THS)



LRE) 1, V—arP s () @
bDE, PIAAAVIFU, 1,2-U I F
YR SNV IFURTaY ()
OLOEEALTHWE, ZTOMORIEL
FTRCHRE RS, HPLC FH 5N 6C F
Rz,

2. ¥EE

HAIa<w T S7 /BB ER
(GC/MS) : Shimadzu GC/MS system (Shimadzu
#8) (GC: GC-17A, MS: MS-QP5050)

3. TLC &%

BRET AT IVRY L—2BIZ, ~F
P AZEEMEL, 10 mg/ml ORBIAK & 1
L. 5ul % silica gel 60 F,5 HPTLC plates
(10 x 10 cm, No. 5628, Merck ##Y) iz =
Ry ML7z, =FEL, =Ty o/nynk
MV AZEEEL, 5 mg/ml DORBHAWR
ZEBIL, 10 il ARy L=, Fi-,
BRENEREORBIC AW SE, BER
OARy FEIX, RIRTHEY THB, ~
VI Tarsy (RIGKFZER, 20
mg/ml. Ll 8ul), BSLININPAT 1
=)V (RAFR—)LT AT ABEHER 5 mg/mL
~EY L), A VB atk=L (B
fh) (Vv 7 A AT NAERER . 1 mg/mL
~FHL 5 ul), MUV IFU 1, 2-
AN IFURRI-E S LI F (R,
VROE 7 U Y FEER. 5 ng/nl ~
Y, 6 ul), cis-ll-A4 aELrBEDV
cis-13- Rzt ) — (BB E T L a—
IVEEHESL, 10 mg/mL ~FH . 1.5 ul),
RABRMPBERED AT a—N (RTF a—
WAZHER, 5 mg/mL ~FH . 0.5 L), B
BRTAEEIZIX, ~F Y/ Vo Fro—F L/
FEEATRIR (80:30:1 F7=1% 80:20:1) & >,
A 10 cm BEIS W, BEL72%, 109
F)—NVERERIIIVRICLVRABSY,

ARy NEBELE.
4., ZRATNVBRIEBE T v a—io
FE AL

GC/MS DATIE, BHLN—2ADTRF )L
WD THLIENRE Thra— k5
WCHEMME L TITo k.

NERAEERERRIX, A& 2 U RiIZkY, i
BEREIERSS, =R TFAMEE LW BIENRE
%%, IEHIEEA FN T RT NAKICTHE AL
L= Bih, BREE 3 mg #FNENRAZY
2—BRMEHEREICEVED, 1ul D5 %
BALKFAZ )=V RV 3FHEMEZ,
UhlEKIE T 100°CT 3 BB L2, HH
%, K1l ZINZ. £ LIZIRIERD £ F
NVERT )V 3nl O~FY 2 2B THIL L,
TR —F—CEHE L, BEE, ~F
Y oBMAT3 mLIZFHEL, GC/MSIZk 3
NERTEERARR ATEREL L Uiz, E7-. felnme
AF N AT NVIREHE (Cat. No. 07756)
i, ~FHUTRE 1 mg/ml (2225 K51
HELTHWE,

TV a—VERRIZ, TV Y ks iR,
ERLETNVa—VEDoRSE2MmE L, k
UAXAFATY ALY, IMS {7 v a—
MTHEEB L, Bih, BEBRU NS 1k
Tha—EBELARE 11-/1 =2k —
B cis-13-Fatk/—) & 10 mg 2%
NENARZ Y a—2fFEHREICEY LV,
1.5 mL @ 0.5 MKOH #5#%& (90% MeOH HIZ A
i) ZMz, BREKE+H 100°CT 3 BRI
B mE., K L5l A, AERL
T T a—) % 3 ml O~FH L THIHE L,
3HD1ZRI Y a—efFEEREICED,
ER TRMER, E2o{RIRRRE% AV 40C,
30 WERE W, IR ETIE L 72, TIST-H
I 500 uL ZhNx 60°C, 1 RERIANELL,
mAEA%, K1ml 2%, AL MY AF



A YA (M) T v a—% 1.5 mL D~
XY CHIHL, ZhE GC/MS 2k BT
a— VR HTRUEL S LT,

5. GC/MS &4

775 2, DB-1 (30 m x 0. 25 mm, 0.25 ym) ;
HEADRE, 300C; A A4 JRIBEE, 250°C
717 LRE, 180°C— (5°C/min) —280°C—
(15°C/min) —300°C (8 min), FEHEAGTZ,
A7Yvh 41); HAE, 1 ul; &, EI
(pos.) AFx ¥y EH m/z 60-800

C. MRARUEBE

1. TLCAH#F

TLC IZ &V B H L= RADKENRES
MR E TR, B, SEBEEERAT
&5, aUVEICEVITok. SEMAVWE TLC
BT, AEMERL O REEIE, EOKRE WS
MBIER, RIEKE, AT 2 — LT AT )L,
Dy I ATATN, M ZYUEY R, B
B, 7hra—n, VZYEY R, ATa—
N, )7V EY RThot.

X1z, BEEEE L TA~FY VT
Nx—F ) Bilg=80:30:1 2 AV, IVwm
7, Arousay, 7V 0DFRER
F—m BT, &HEMHESEZEITS
ST A HRRBOREIToERERL
To. TORER, B LR IET TLC NF—
SHFE—EKL, TORSMEBITIZIERT
ThY, FHBEICEETHRHME, TLC
TR TE 5 Z L3R INE.

wiz, TLC BRAGMHEZ~FV 2 D F
Nr—7 )b FEEE=80:20: 1 (A b L 721&,
mERTCHhEE L. K2 OEICHBRIEA,
B3 vRFEAOBERERL, ThTh,
B BT L_R—AGEORRERL
7o. BRERRA T, ERROIMBRHEOR
WIZ XY HBOFETFNRH 2D EEND TR

~EBL, MRZEHEO TS (K2 L)
TlX, AFa—)LT A5, ATFa—)LA
R~TREAI, EREEBIEAICTEAL
e, ZOBRBETIE, HLN—ADWN, T/

Voo rTFYITRUTOREEL, T/
J T, AFu—L AT LEgEE Bb
A ARy b &I, REED/NEWERIT,,
BREENREICH A FEN ARy M
NROLNE., SLIMETAE (2T
B), RILKE, Vy I AT ATV, Tia
— BB EIZEAL, MY, U, /Y
Y MiZZ0BRBTLRERALICILL, av
RREAICLY, BEIIRETE .

A B— 2D 5 B CHB LR,
DULTORRDBEEANY—VERL, £O
EFEEROMBRITENBR 5, TLC i
B ERROERIEDO1DE LTHATHS
EEZLN. LLaeRsb, IROAN
7 MABETWS ey LEsay,
INFoRayEErFroauixy, RNID
TLC THARE = BETW=Te ), RIZ,
GC/MS & AV, K VELWEROHEREZR
FLE.

2. GC/MS IZ & % el EetE 4T

B 312 GC/MS (T & B NEREEAERL AT DFE
RE7RL, BRI GUIMC TR
BAFTEE 4 HBIZOWVWT, £HENT
DOFERZLBELE. BHRIETATF LT
ATNEE LTRH L, (bEWOHEEX, MS
ARG MVDT AT TV — KR, BEEOR
&, RORESORERFBO—BEHITLY
fTok. EZ7uvix, RHENDEL S
WALBES AR & LTHIRSL TV D
DEAFTE, MEFCHRHENIEHBRO
AR & IERITIFIER LT, £7 2 VIR
HEWbng, €20, C22 DY HNR RO
VAFNZATARRBINZ. IYVay
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W, TR ZkE, /v ST AF
EIE—B L. SEOLMAETHE, IEIHERLL
Sz, BRERMKFEHREOE— I BKEHE
L, RE 1 TIIRILKRE— 7 BIEFRICH
<, BUEZERERA O TRV LH#
gqihrE., Aatboay, RS )Y
X, TOfEE, SALE, KCEHENY
R L CEL2I—BLE. Bk, [
—fm BN TIIE BRI K& s ie <,
ZOFIET, BT B HEAN R
BONRF—BRHTERZ NG hoTz.
wIZ, &5 EMTORHESMMRE L L
7= (B4). ZORER, IR X TLC OFERD
HTnaRmERLETH, BENRERDZ L
Boyinole. Flzidorvaeyleray
EHARB L, 70U TRAIVA VRS R
Bl hE— 27 TizdH 5 H DD C20,
C22 OV ANKUyBBIBEBESHh, vrro
Ray, BFréA&ay, aAXHary,
& ORERGEEHARR DEV M K D BV HBIT
B EBghote. ¥iodhdk A w T,
RS 2 A — BRI ER DS R E .
SEDOEMETIE, IEBELSNMNCT 2 Y T
TR VAT a— USRI S, 2
DE—71k, C25 OEHBATFNT AT IV
LRFFREREIDNIE Do, TA T T Y —h
BRICKVBEFIZXBITHZ N TEE. F
fo, ATV IR TEZATLED, K
bARFEEZELVEZLELZLPMEINT
BV, SEIOHSHTSH, C31 DR{LAKREN
RKEWE—7 & LTREBEN, 2B56H M
AR MIVIZEVHBIT D Z B TE .
Ut, E#@BECZaw NI AT —
DRV, ZOX D RIS ITIT S
2T, BHL— 25 B IR sy
EHRITE I &0 b, ZOFENROHME
BBREO—DE LTHATHEZ LY

Mo,

3. GC/MS IZ & B 7 a— VARER 4T
WIZ, GC/MS 12 & B T a— AR5
ZiTo7. £F, RERNHEBLS T
IRAEBAFETEERBIZOWT, HEW
TOMREEZHELE (K5). 7T a—/k
ETHRYAFATYNL(IMS) EE LTHREH
L, LB OHEIE, MS AT MDD T A
77 U—kR, BEAOWHE, RUEERD
R O—BZICLVITok. IYay
X, BRliipLREL Tr/a~v I T 0
HFE-&%L, iR TEa T ra—
BB ENT. 77U ThH, BTN
WEREELTra~w M T ATIZIE—EL,
Tha—iZmz, avATFa—i, Pt
FeZ /) X7a—), 7 /)A7a—)® h
UAFAINERRB ISR, ATy
Na T, RRENY EREE TRED
FERIT—HL TV, 30 DfHED 2 5D
E—7 DR/ EWIERD, BRI
TIRIDO CO DR Y Tar s ) —Lov
— WAL, RETREBEABENVE NI
BThote. LIk, RBENB 72—
OfEFEL LT, R—&BBANTRE2END
B2, ZOFETH, EmBICHETS
B RO EERTE D LBy,
RIZ, BB BRATOT Vv a— VR % b
WL, TORR (”6), IR X TLC Of
RBLUTHWBInFysay, ¥ on
7, aAXIuuy, Ta—LBROE&E
WIZEDEWWIHBITE D Z Enphotz.
FElARARA0 T, FFEE LR R Eaf—f
Tha—ABEHEh, 7Y 5y T
FXARFFEER 22 B E I RE VW E— 7 38
&, MS AT hvinb €31 DRiLKSE
ThdLHFITE .

PlE, FREZLICZa~w TS LR%F
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—VBERY, JBIBERSFTICmA, T
Na— VRS ETTD Z & T, BH LN
— A B IR R MR A TR TE D
Ny hotn, BT, IR AT bVDME
TWAAINFuRay, £y ray, a
AXFHa v, BUVEBHERSTT CIEAT
Ry e ray, Tia— ViR
B TCIEEyArayaixhays,
EFNFNR TR E = R LT, TR
IHTEREFMAEDETHETDZ & T,
B K Br— R i B 72 B A LR 2 i
ATE, MERLEEHTEZZ L300

27,

D. #&#
KIRHELT AT NVRHT LN—R 10 f H
DBZFIEITV, B ROMEOE NI
IV ERmBERERTAIRREELRN L.
TLC TR, £MBBCTEEBERY
MBRIZEVWB R BN, TLC iXMARRIED
—D L LTERTHhHE LELZLNE. F2,
GC/MS |2 X W HERRIBNIE. - TN — N5y
Ll 25, BECHLRIEME R
WZRBRTHY, T, IR AT bR
TWaEBERLS, IRIFERERSATICINZ
TN A= VRSN AR D I LT,
BEREEXBTESZ LR’ oT. 4
E AW B @E R SEETH D Z L
B, & B ORSMBRORERICERRFIE
ThdZLPmREINT. §KREDIT,
LC/MS Syt RaT3 528 L T, &
O AT R L LTOERD DEE % fif
BHLTWEZNWEEZEZ TN,

E. 2330k
1. BEAREREEAREES IR

SEfF
A ENEmE Y A N (R 845

A 23 B) .f#E{LE 56 5 (1996)

2. HTIRERPIMPAESE, BARBIM
Wi, 1999.

3. ETARBERIRIM B A, BARRE
e, 2002,

F. WiesEs
1. MSCHR -

Atsuko TADA, Zhe-Long JIN, Naoki
SUGIMOTO, Kyoko SATO, Takeshi
YAMAZAKTI, Ken-ichi TANAMOTO :
Analysis of the Constituents in Jojoba
Wax used as a Food Additive by
LC/MS/MS. J.Food Hyg. Soc. Japan, 46,
198-204 (2005)

2. FRFR

£ HBT, ILEE, HAES, LR,
e —, HERT, WH—H: AT
RH BA—ADRRSy LRRIEORKE. BA

AT AE 90 RIREMHEES, KE

(2005.10)

Atsuko TADA, Naoki SUGIMOTO,
Kyoko SATO, Takeshi YAMAZAKTI,
Ken-ichi TANAMOTO : Quantification of
Wax Esters in Jojoba Wax Used as a Food
Additive in Japan by LC/MS/MS.
PACIFICHEM 2005 (International
Chemical Congress of Pacific Basin
Societies), Honolulu, Hawaii (2005.12)
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