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KBEROBRPTHIRE, BE, ¥ 7 EIT 1 AOBRENS L, ZREER
EHMEIND, ZOPTIRETFEIC= XL —HE L TOEEZH->TWD, iF
BlZiF=r X —JRE LTORREDOM, FIREMEHPHumeER e SRk x o4
BRRE S WS STV D VA, KRS, IEE AT DB D2/ Th, = A =
L X = fi (Eicosapentaenoic acid, EPA. DR Fath~d¥ = @
(Docosahexaenoic acid, DHA., [X] 2)73 & ™ n-3 % & AR fuFnfigil% (Polyunsaturated
fatty acid, PUFA)IZEBIREE(L T BI-CHiiae/E M . BRI FIRIEIEH 2 &k~
IRHEREMEN A A BTN D 379, F7o, ZOMREMEATE) L CRERRMITS &
L0, EEBCORASNTNS Y, Ziuh EPA X DHA I3MAIHICZ < & E 1,
EINSA TR R,

FUT T e w— LT D NN DAL E A ISR T D EA A
TN AT BN EORFIZ LY ZEHFE A DKENG| ML, T¥
T DANR )P ET D, ZHEBBEMEFERIS L, VA F T IV
(ROO ) ARKT %, ROO « (ZBthEds i < o REUS DN Z B L TK#%
glEkE . BIREIFEROOH) & 725 L RIFFZ, L BIOR - AL, —#
O SOEDSEBHANC T = & DR T H 2 (1X 3)V O,
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PUFA [ LA IS IC " EAE A 2 EEE L. FrIZEPAIL5 S, DHA X6 >0

HiG AT D70, WERLIEE 2B L3 < 2 bl A fammigifgo f¢
HALFREE RN BRI SOS D5 B2 21T 04\, JENIIR DAL EIR A L0 &
AR, RO T Z2HE ., S HIZEF, ~F T — o 2 —L %
DERNFAET 299, 20 X 51, [FEOBIE, LR ~OFHIZHBNT,
B E EORBE L 0D, ZORLLEMEDIRS2Y EPA X° DHA 25 Tefajil
BRFICHHT RO RERMEL 2> TEBY, KRR ELTESX I
C(TAane e ¥ Iy E(ha7 = —1) & OLE; IEFI ORI &
Heled, LinL, “HBDEEAAET 5 PUFA T, ZROEHINT5 2 &
TOBRERL T+ TIEeu,

NRESMEDERLBG A & L TEERBIDZ W ka7 = v — Ll DWW Tid, fajlhic
*F L CORCBI LR R 2 ER LI ENZEH Y (a- h 27 = v —/LZIHH O
b Fa LAy RRINT 2 £ TOFERMZEIE ST, ZOZRITAINE
OV E LT 508, —EBUED o- a7 za— ORI LY, Hiig
EIERABME T T2 L ST 9, Fi2, FiREaHVW-R BRTH, FIRICxL
T 0.01%72>5 0.05%IC o- b2 7 = B — L OPRIMEZ NS E 5 2 & THIBLE
REm B L7223 0.1%INTIEL 0.05% N & 0 HIEMEIFME T LIz ST
W, ZhbnZEaBETHE, a7z u— O IIFE O 522
ETE2HDOTIERNI ENERTE D,

PURRILAE ] ORI R 138 F A 7 o g3 & (Electron Spin Resonance, ESR)%
W2 i, A—/"—FF ¥ KT ¢ A I 2 ¥ —E(Superoxide dismutase . SOD)£kIE
P TS 35 % A BE (Oxygen Radical Absorbance Capacity, ORAC), — EIABAFE Y
FHEMIE 1 (Singlet Oxygen Absorption Capacity. SOAC)72 3 5 12, NEE DOfg
CEOSZ I 2 72012l MWL CRAET LI NV EMET L2 Z LN E
HThDHEZEZ, AR TIIMBIEME DA 7 ) —= 7 L LT, WL ERR
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7 VNN TH B 2,2-Diphenyl-1-picrylhydrazyl(DPPH) % F V>, 7 2 7 VA e REDFT
filli & FE i L 7=

& 2 AT, = =7 (Alliumsativum)id iy < 72 b F RO E &% & L TH
HEnTWd, = =7 0% OREWE T I LIER PP NE, Jias Atk &
PRx REEREMEN I DL TN D B FUERMLIEAIC DWW T, #Rx REFEOHTTH
FRrlo= 0 =7 I3EERE N E W HER S 523, KR OFHmICE £ > T
D W, == ITRHBII R I X ERAL A T, KEEEOWE L LTI U A
V(ALY y- TV B IVARTTF RER T b D, AL ISR T Y A F—
¥ (ECA.4.14)DIEM %% T TIRIEMED T V) 3 v~ L ZBALT 5 (1K 4) 191910 7 1)
VMBI ARLETH LD T VIVANLT 4 R, B UF A VFHED
MERMEE AL A~ B S, =2 =7 IR R BV & 72 5 (X 5)
B JRIEME G AL AMICE R L, 2 OMBLERZ3HME L7 b D b 25 1023,
KENE, IREPEDEHAL G D 5 b, WTNOILEW R RO TILER 6T 2
378 & OB 1T 72 B ITKENE, IREYER Y WIRTEL T . = =72
B S OPUERLAE R 2 3-li 3~ 512872 0 | KBRS 720 T2 < | RISy
IZOWTHFHMIIT2 Z ENEETH D,

Z 2T AT, = =7 BEOSHILEWITER L. IR ONRE 2 il
& LT, P bERIZ W TIRET LT,

1 ECIIKEMERILA S L= =7 T OHiEEIER %2 DPPH 7
CANEEIRIZZ O RET LT,

% 2 TR E LS OHIRRILIEN 2 DPPH 7 2 W EIEIZ X 0 B
FtLz, Fo, REEESHIAY 2 LI L, £l oL (Peroxide
Value, POV)DifRRFZ b2 JIIE L7,

B3 ETIHETARME L TART LY g VERRL, =v =7 Bitd

W D FURRALIEH 2 5l L 72,



U EOKFLY, =0 =7 ICE&ENBEOBIEWEOHEMETHEED
W2, ABEANLES~OEMEEZAONET L2 BE LT,

5
HQN\K\ﬁ//W T 4 F P —'//f\\\”j ~~oH
o

CO0H I 5
T o
AL
HO
2
1
Q
////\-\\/ R‘“‘S ,/’/
TV

a4 TUVAFT—=BIZEBT VA LST U ~DORES

AL: 7 U A



T
5 ™ N A N N
W \S /’/ ‘ g — ﬁ
= 0

TUNANT 4 R BT A U T AT

5 TUIUM™OEDTVIVANT ¢ R, OF A V¥, THRTZ U ~DORG Y



Vvl =
1

=2 =708 N KEEE LS O GUERILIE R DRl

1-1 5

NEE DORLITKRFEN G EHINDZ LI LD R OAERKIZEHEY . ROO -
ROOH & ¥ 2, —HOBRLIGNT XV KT 5 ROO « IZARIGDIEE X
KFZ G| L T2 JEEDOISITESHT) T 5, NTEEOWIIIRIL AR 512
HizO, FUINEMET DI ETIO—HEOBLISZMET 25 Z & A AEE
LB Z BIVD, DPPH(X 6)IXIIRIN G E /2 T ¥ 1 VT, T 2 71 VA 2 RE % 53
HIOIZHWBILS, DPPH OEEE LT 7 — A nMEbiu, FHliY 7 Lo
MR OB OMEEST, =% 7 — L EBRER HIVTFTM A A ETH D,
ARIHHIR ST L 2 — VIR COEBRBIB LN DD ¥ o 7 L OIS
I DARNAF T e E OGRS 2 FHW TR ATRETdH 5 19,
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=V =7 TR e R X E AL G T, ERb D E LTAL, -7 Z L
S-7 U NN AT A 2 (GU-ALC), y-Z v F I -S-1-7uR=)L- X7 A (Glu-
PEC)M %S L5 B0 | = b & fiEHmD > B, AL X7 VA F—F
(ECA41ADER Z2 T CTIRIEMED T ) o~ BT 5, 7T U A F—Fix AL

DIED. AFALMT), A VT U A (IALDICHERT 2D, = =725 E
BoOGE., ZOT VAT —BOERET VUV ORLRES E+HnERT HUE
WD, bbb, = =7 iR ZH- T 28 Billc AR5 &,
ALDOT U AZERT 2PN EZ D STV rhb 7 VLR
VT 4 REE B VU TF A VHEBRAET D, FROKEBMETbE AR LT 5
EERTIL, T IVA T —EBE2EHSEFIc=r =7 ZRiBT A0 ERNH L, =
=7 OB LT, == VAR ERANBRELTMET S22 L TT VA
F—BERAME, RESETHOHMEEELZ T 5 Fik D0, BIEY L3 — KK
HaMNDZETT VAT —EBOREERM L ITHRRDIREL 22D L O ICATLH
ETHFIENRBZOLNDL 90 | RIFFETIE, 7TV A T —EBOE@SM 2 [EwE
L2, ARG kT v a— v E VW, £, = =7 &30 H e
DX BN S HBE LB H a2 IV CERZ FE M L7z,

= =R L BRI R AR, 2 LRI AN TE T, ==
7 OIMLIZREITRE 2 T, HIRSCME THBE L TWD = =7 =X b0, Bl
Thdr==rF 7 YW= = VI ZBE T A N~EL— R
FIHSNTE T, B LW==7 M LH& LT, B=r=72% 5, 2006
FICHD TG DahizB=r =713, =0 =7 Z2@B5M0 T T 2~6 HEKE
IR &k 5 2 L TELND, Bor =23 =r =27 L3R B, R4
<HEIp21E0 0 Tl KRR 2 2 & T, SRS OFELA 4 U TR
Bl=r =7 i3 Enenaiifb Ak 2 2, #rettomE & Lz
PERALAERSCH T AR RS 5 19,



ARETIE, = =720 LnOH#EZFHE L, DPPH 7 2 U /W HEIEIC
L PRILER Z Gt Lz, £72, = =2%2F L0 LT3 xXEND 6 A
DERALEW & R, BEEL C, B S Lz, 2RI 2 EOTIROEHRILEY
R 2N A, BF 8 FIEHD KIS S TG OIURILIEN 2 #Et LT,
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1—2—1 = =rHHiEoFHk

O = =7

H T MSTATBOE N T AR IR PESEH T o 2 — B SERFSE AT C 2021 45 7 A IR L
TofEiA U A FERA AR T ERA A), BEECRELTE)D 2 fiE 4 [EpE =
=7 ELTHW, A= =2 LT, FEE, AL VEO=V=0% A
yH =2y ML DBERTEDO SO ZHEA L THEM L@ ARH), WTino=
=7 H 21 FICNELIZbDOT, REIHICAFLE, =r=7 0 Azl
DIFRNE DRI, BETEHRIL, B HIZ-60°CT 48 IRfE] LA EmiR L7z,
0 AT & =R FREEHGE L, MEIREEAERR SRV REETY A& A
T4 AL, HO-60°CTMIR LTz, A, Mkl C=r =7 difsmig
MR ZGz, ML= =7 BRITERICHES D F T-20°CTHRE LT,

()il H R o>

B R R 2 SR HRE L CRIR E L7, 250mg #-EL L T A & / — LK
I (50/50/1, vIVIV)Z#9 8 mL iz, 60 /M EHait L=, 24z 10 mL (2
ER ., DBl L T EiE&2 R L, DPPH 7 ¥ 1 Uil EiEMERER S L OB L%
HIEHOFREHR & LT,

1—2—2 IR=> =7 LR OR

O = =7

MRRBOFE = =27 L LT, #FMNATBOE N & AR EEET & —
KAFFEATC 2020 4E 7 AWCIE LT- A EEZ Wz, =2 =7 0 AZXEZ IR

PRS2 F T-2°CIZERE Lo MIBREN THRE L7z,
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QMmE=r=7

10 7 Af-2°CTHRE L= =27 IR Z e L7z, =2 =27 OINRIZIX
RV ZF LT L7 X L— NMUOEZREEIRZ(T XU . ETTAS MOV-450S) %
W ie, REIEENIZ 250 mL O KNz, O EMIZT T AT v 7 Moz,
SHIZED L= =7 D AEM 0 HEZRE L., BanllEz Lo, TORE
T L 65°CITRRE Lo HRAHICE E L CTINE L72(X 7), JNEALEE 0 B (RINEY),
1H.3H.,7H, 14H, 21 H, 28 AT==7 W AX 3% EIEAITHKZ -
7o ALERO BHERIEY, 1 HIZOW T, WG %, kL Tofricdtd 5
FT20°CTHRE LTz, WMBL3 HLETIX, 7V AT —EREBUC IO EMHL, B
FIEDET LN E B X AR TH LV AR ZHEE, 7— K7 et v —
TAN—RZ ML, BN —2 h &R E T-20°CTHRE LT,

(3) il Hi i o> i i

IRALER O B, 1 A OBAEEN K CIIRIES 2 g, MHRAEE 3 A LIRED~
— A NTCITERIEEZ 59 & L, ZIUTHHEED 2 2 7 — VKIS (50/50/1
VIVIV) %% 15 mL 2., 60 BB R L, 25 mL ICER LTz, ERHZ. =l
SrEEL T RiGZ B L, S CEEAIR LT DPPH 7 2 WH B MR
B L O EEIIE ] OFEHK & LTz,
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1—2—3 KEMHEILAD
== ERIILODETHRXBICE TN D ERKENEHALAEM OREE., 4
. B Z 8 IZR L7z, Ueda 5 2, Lawson & ®DOHEE2HE|IL, ==V

M

725 AL, GIU-ALC, GIU-PEC %, =7 XYW MT %, XF¥ LV IAL%Z, =T F 1
£V Glu-MEC % Hififf L 7o, #ifEZ ikl v~ 277 7(HPLC, Alliance, H
AR —H— ARSI LD 9%, ETH D Z L 2R L7-(HPLC 7 1~ b
77 L — 7 g 99%LL b, T — 2R &), (b A IS LS E (INM-
ECZ500R, HA®E TS CHER L TIEHEME & L-(HXEH), > 7 a7V
A4 V(CA, BLT7A VMRS B L) S-7 VL 27 1 (SAC,
FALRE TEMRASH)FEA L THEA L7,

BB ELAE Y % 0.1%F 2 T 0.25 mg/mL (2L L, DPPH & ¥ 4 /L4 2
TEMERBR ORUEHK & LTz,
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I COOH COooH l!:!':' CooH [|ZL
H
(1) (2) 3)
NHo
H
Hﬁ“rfxﬁfﬁﬁwf /l\¢/\ﬂ/N Ps
I HOOC w/\s
cocH - © o) COOH
(4) (5)
NHa
H
Haol
\{/\SM HOOC/k/\I(NY\S/\/
COCH o} COOH
(6) (7)
NH2
4
HOOC | s/\/
0 COOH
(8)

8 = =7 BHOKREEEHILAY

Q) v7a7UAy (CA) Q) AFA> (MT) @) 7UAr (AL) (4) A V7T
UAY (IAL) (5) y-Z V¥ I N-S-AF )L AT A (GIu-MEC) (6) S-7 VU /b
VAT AL (SAC) (T) y-ZH IN-S-T VALY RAF AL (GlU-ALC) (8) y-2

VB IV-S- (E) -1- 7' =)L XT A (Glu-PEC)
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1—2—4 KEMEHICEYOE &

LI & O 5 ik 920-CoREMEE iAW % HPLC TE&E LT, MR 7 1o
BAI1E500mg~25g, ~—A F T NLOBEEIT10g BREEL, F AKX )
— VDKIFE I (50/50/1, vIVIV)Z Z 20k 15 mL, 30 mL Iz, 60 J a5 ke i
HL72, MRV 7 O8E1F 25 mL, ~_X—Z b 7 VD841 50 mL IZE
BUT, BRI E OO L iR E T,

HOEMUD AKX 7 —L 5mL, /K 5 mL DIEIZEK L CTHIH{LALEE L 7= Bond
Elut jrSCX(500mg., 7L > b7 7 7 1 P—fEEH)IC 5mL ohbiHik 2 A
L.5mL DA% /7 —)VKIFHE(50/50/0.1, vIivIV) THEH% . 100 MM KH2PO4(pH4.0)
THEHSE, 10 mL IZERA LT, ZhE 045 um AT L7 4 v Z—TAIl
L. HPLCIZffk L7z, HPLC S&fEiZ, UUT D& B0 & Lz, BT 105°CHEH R
R L0 RO I HAETEE R OKMMEIC L VE L, W oE'EE R L,

RET 3 AT > 72,

AT A : Alliance (e2695 separation module, H AR 4 — &% — X#EH &)
BT A : Capcellpak SCX UG 80(p4.6x250 mm, 5 pum, SRR Y — %)

BT AREE  45°C

HEH : 10 mM KH2PO; (pH2.5)

ik : 1.0 mL/%y

TEN B : 10~100 uL

T H . 74 A A — KT LA (PDA H %

(FEMTIR 210 nm, 2998PDA f&tHi#s, H AT 4 — &7 — ARk 1t)
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1—2—5 DPPH 7 ¥ h WAHEIEMERBR
#BHE 180 pL I 500 uM DPPH = % / — /LIRIK 20 uL Z ¥R L. 20 2312 520
nm OWSEZRE L=, WEIZIE~A 7 a1 — Y —4—(SH-1200, =1/
BRKES)EHW e, 7707134 —vb L, 7V NWEERZRKIC
FOHEH LU, WEIE3 KEIT-7,

Z Y HNAEEHE[%] ={1-(AS-ASB)/(AE-AEB) } x 100
AS  FUBHSUS TR DY EE
ASB EHROWILE (Y TNT F )
AE =X ) — VEUSTR D

AEB T4 ) —)VOWHE(T T 7)

1—2—6 WHBEEOWE

25 L L CRUBHE O 400 nm OWLEE 2 IE L7z 2, JE2IE, =v =7
ik, = =74tk e L=, #Eicid~a17ne7L—KYJ—4%—(SH-
1200, = mFESHASH)E AW, HIER 3 KEIT- 7=,
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1—3 KR
1-3—1 =r=BI0R=r=7OKEEEFHILAEHDEE
VEHDORI D=0 =7

EiE=r=7, WA= =7 & 4 FBEO= =7 OKBEETRILAMOE
BiRAR VIR LT, =2 =7 ORI ARG AL B X0 Glu-PEC 728 F
KM ERLAm E L TR S, AL B X O'GIU-PEC & EixZhZh, Ba
A T 151+0.20%(w/w., FEIEEHERZE, LT[R C) | 0.90£0.11%, HEET
1.3740.14%. 0.81+0.08%. H1[EJE T 2.4420.04%. 0.62+0.03%. A3A VJPET
3.96+0.05%, 0.54+0.01% CTdh o7z, A= =7 Ll LT, [FHE==2 TAL
GENDOTNUEL . GlU-PEC ZEIEmWER ERoTe, £o. A= =2 T
IAL & CA Bt &7z,

QMmiE=r=7

= =7 INRERRIZ BT D KEEE G OHEZEK 9 TR LTz, IR 0
HEIME) TiX, EIZ AL RS, ROWTIAL GEPED ST, 2°COM ik
UFE D72V EEE &l L C(£ 1), AL, IAL HEMRE <. Glu-PEC & &ME)
ST, MRIZE Y AL, 1AL 2 L7=—7F T, CA BZBE I LZ, Zofth
DREEMEE AL AWITNINEAE &2 ki 45 = & TR Lz,
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*1 == AP oKEESHIEEY

oey? BOA AEE HIE AL
CA 0.19£0.01 0.19+0.01 0.23%+0.00 0.38+0.00

MT 0.33%0.03 0.30+0.02 0.41+0.01 0.44+0.01

AL 1.51%0.20 1.37£0.14 2.441+0.04 3.960.05

IAL 0.01+0.01 0.01%0.00 0.27+0.00 0.49+0.00
Glu-MEC 0.00%0.00 0.00%0.00 0.16+0.01 0.08+0.01
SAC 0.00+=0.00 0.00+=0.00 0.00%+=0.00 0.08+0.02
Glu-ALC 0.64+0.08 0.58+0.06 0.34+0.01 0.12+0.00
Glu-PEC 0.90*0.11 0.81+0.08 0.62+0.03 0.54+0.01

EREHAE MR 2 (n=3)

HNL - %(wiw, dry)

CA:v7ua7 U4y MT: AFA L AL: TUVA L IAL: A4 VT VA2, Glu-
MEC :y-Z V& I )V-S-AF N AT A SAC:S-T UL AT A Glu-ALC :
Y- NE IS T VIV AT A GIU-PEC :y-Z7 /L & I /L-S-(E)-1- 7 B R=/)L

AT A
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9 INEALHEF D= =7 AEENOKIEEEFILED DEAL

fah - AP R $, HAL H

fesh - =, HAL %(wiw, dry)

CA: 277U MT: AFA L AL: TUA L IAL: A4 VT VA2, Glu-
MEC :y-Z /W& I )L-S-AF )N AT A SAC:S-T VLI X7 A Glu-ALC:
V-7 Z IS8T UV AT A 2 GIU-PEC : y-Z7 )L Z I )L-S- (E)-1- 7 m <=L
VATA

FHEHEREREN=3)% 7 1 v F LTz,
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1—3—2 1Lk
VEMODOEL D ==
=y =7 MR OBEEOREMEEZK 10 1R LT, EHE==27 Lk L

THRSIMNE= > =7 THREEN G- T,

0.020
0.015
=
[
o
< 0.010
8
<
0.005
0.000 II II
HAA HEE H E] RS

10 =v =7 iR DA

FHIEE = =7 B RMIMEEE = 250 mg/10 mL(=25 mg/mL)
FHHVRIE A & 7 — VIKIEE=50/50/1 (W/w/w)
FENEHAR R = (n=3)
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QMmE=r=7

i

kv, B

]

[

IE=> =7 OEEDOEALZK 11 1277 LTz, IR Ok

FEREE R LT,

1.000

0.800
0.200 I I
= m B I
OH 1d 3H 7H 14H 21H 28 H

Abs 400nm
o
(o2}
o
o

o
EoN
o
o

0.000

11 JEEfRcoO=v=7 AEEDBEEDE(

AR IR =2 = 7 B AHE S = 250 mg/10 mL(=25 mg/mL)
FHHVRIE A & 7 — VIKIEE=50/50/1 (W/w/w)

PR EAAERERZE (n=3)
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1—3—3 KEMEHILEYH D DPPH 7 2 1 MAH EIENE

= =7 RGP 25 mg/mL) D 7 ¥ B A ERIT DT E 60%LL T,
BT A T 62.820.9%, M E T 60.4+0.5%, HI[EE T 69.743.3%, AA LFET
68.4+0.5% L 72V | [HE= =7 LI L TIA= =7 NI N> 7= (X
12),

INiE= > =7 ik G EE 25 mg/mL) D 7 2 h W ERIZWVLFE 70%L4
EE@mWVETH -7, IR 0 HERINE) T 96.8£0.4% & 720 . 1 HOMRIZ LY
— £ 73.6+45%F TIK T2 b OO NE 3 B T 84.5+1.6%. IR 7 H T 89.5£0.7%
EZOWEMET LAY . NG 28 B T 97.620.6% & 72 7= (1X] 13),

BIKEMERALEW 0.25 mg/mL I iE D 5 B, GIU-PEC., AL DIIEIZ T ¥ 71 Vil
FRNE L, TN 43.7£1.0%, 36.7+0.5% T, T DOMOKIEMEEHILEWM D Z

DB AT 20~30%FLEE T d - 7= (1K 14),

100

ARA

[0}
o

7 VA IVAHER [%]
S D
o o

N
o

12 4AfEHO= =7 fiHiKDO T ¥ HVIHER

FHRE = =2 BRI A =250 mg/10 mL(=25 mg/mL)
FHHVRIE A 2 — VK E£=50/50/1(w/w/iw)

PRI EHAR AR 7S (n=3)
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100

0 ‘ | | ‘ ‘ ‘ |
0 1 3 7 14 21 28

DR AR [H]

[}
o

7 VA A EA (%]
N B (2]
o o o

13 IHRERETO==7 AEED T VA IVIHEROZE
MR OINE = > = 7 [l =250 mg/10 mL(=25 mg/mL)
FhHIREE A & 7 — VKIS FE=50/50/1(w/w/w)

FEIEHARAERZE (n=3)
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100

80

60

HIVHEER (%]

40

Tl

IAL Glu-MEC SAC Glu-ALC Glu-PEC

A

14 KEMWEHALEWIREER DT VA VEER

A 0.25 mg/mL

L 0.1%F

CA:27ua7 04 MT: AFA AL: T UA L IAL: A VT VA Glu-
MEC :y-Z V& I)V-S-AF N AT A SAC:S-T UL AT A Glu-ALC :
V-7 H IN-S-T VLY AT A v GIU-PEC :y-2 L & I L-§-(E)-1-7 B~ =)L
AT AV

EEEHE AR = (n=3)

24



1—4 &%

KEMEE LA D 9 B, AL & GIU-PEC TT U IVIHERNE -T2 & (X
14), £/- A= =7 L CEE= =7 D AL G&IZIEV DD, Glu-
PEC ZENEMN-T-ZEMBERL), EME= =7 TTVHIWHERDNEL D
EHEEL TV, LWL, EE==7 X0 bA= =7 TT VI NAEEEREN
o 721 12), =2 =7 [ZUUHES O RTEHIR 12, Glu-PEC D7 /L& 2 LK
JSZ X0 AL ERKT D 20 (K 15), ARBFSECTHWEEE= =7 LA= =
7 LTIE, WA= =7 @ GIU-PEC FEMELS . 7D IAL FEAE o7z, T
b A== FEES =7 L LT, [NEZ ORI TH D
ZEHERLTVD, F2, IALIFARISIZE D CA~EERIND Z LBHES
NTEY (K 16), FHE= =7 L L TIHA==7 TCAGENEH ., M
2T, R OBEE N E - 72(K 10), => =7 OEATIE) —7 7 —ar 7
T EAE S TR & RIIRIEERFF LRV a2 T T TOBMBENREL TE D,
H A~ DB T DWW TR AR RE IS 22V 8 0 =2 o T F gk o6 & 20, 4
bbb, ZNHORERIT, A= =7 ZEE= =7 LR LT BER R
WRBICERBEINDZ 2R LTEY, A=Y =7 [ 3iEmfE CEE= =7~
L TEIID DAL H D b D LB 2 bz,

IMEALERDOMEREIZ K0 | AL, T U HVHER B LI (X 11,
13), => =7 OBEIXAA T7— REUSICRNT 25 O T, MR L CTHEZE
L=y =% B=v=0) ERRLTWD, B=v =7 oREREE T, MR

(PR ZE DA, BUEERR T HILAEI M KT 2 2 &2 DPPH Z V0L
HERES, BT A B e % (Electron Spin Resonance, ESR)DHIE T/ 41T
% 20290%0) 5 AREER IR, IR 1 AR T ST U N ERBEL TS
DO, INEOHFENZ L0 T I AAEERPEINT 5 2 & 28152 L= (H4 13),

KB ERAL B D72 TEWT P NEERZR L, >R 0 H GRINE)

25



D= =7 ZFIZEEND AL ITINEAERIZ LY 2O & &K T L72(X 13), &
D72 INRAELEFRIZIB W TINE 0 H CGRINR)RFD 7 ¥ I /VIHERIZ AL ILHF
325600, INRAAPRE S TIIROMR DI E D @I P AINEERE R LT
bLDOEEZ LN,

Me=r =7 Thbb, == NPbR=0 =7 ~OHNBl LOEAIIA A Z
— REISICEET 2 H D TH D P9, 214 F7— RLAEWIZIZ DPPH 7 271 /Wi
FIGMEZEE O PIEERA NS ST 5 U3, INRALEEZ - TIXA A T — R
IMZE VAR LTZA T ATV RNEWT VU INEERER LD EEZD
Nizo £Te, ZDAT AV ORET, HiE= =7 LaAN=0 =7 L DK
AR Ch RSN TND EE X,

AREBRT, A= =Z7IZBWTIAL »HESUSIZE VAT S CA GEMNE
FEm =7 LT NI L aR LT, £ A= =7 ThIMNIBEE
Nl A=Y =7 1 ZEE= =7 L] L CIREAEWREICH 722 &
BFEBRINTR LT, HE= =7 LB LT A= =713 A4 77— RRIGH
A, SISIZ RV AT AL T — FMeAEm b HBIER 2R Lo b O L #i5R
., ZORRIT LV AL T — RERERES MR = v =7 TOERFER &
—H L/, =r=7 == MLEOHFRRCIEH ZRET 5 2D &b s
WO Ath, ISUHE LT > B O JFUREOD T B RO TR EE JB R . N IR oD V8 B IR 2 R 1)
IZBETHMNERDH D EVZ D,
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MH,

1 2
HooC JWH/NHW/\S/\\'/ Q’ L’ HzN\(\S,/\\///
0 COOH COOH Q
Glu-ALC AL
NH,
HoN -
1 2
HoOe )\/\/NH\(\S/ % L’ \(\ﬁ
| COOH ©
0 COOH
Glu-MEC MT
NH,
Hooc“”J\“x/’/ﬂ“\H/’NH“Wf//%“ﬂsf”/ﬁﬁb/// (1) ) (2) ) FbN“xT//A\“s/’/Q*hy//
0 COOH COOH H
Glu-PEC IAL

15 y-ZNZ IR TF RED D O 1920
()y-ZNVEINETATNVEIFT—RIZK DTV E VRS

(2) bSO

GIU-ALC : y-Z VW E I N-S-T UV AT A AL: T U A, Glu-MEC : y-7 /L
B IN-S-AFNVT AT AL MT: AF A, GIU-PEC : y-7 /L% I )L-S-(E)-1-7

RV AT A AL A YT A v

o
I
o

HM

2 \(\ﬁf\v — >

COoOH O M COoH
H
IAL A

X116 A VT VA b7aT VA ~O 2
IAL: A7V A4, CA:>7uaT7 Ay
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/ﬂr‘ziﬁ

= =71l E ENDREEE LS OgURILIEH O R4l

2—1 &S
RO = =7 ) AR BEERICE, IBEERDIIZEE A EEEN T Bk
2), == D AR, 7 ) A F—F (ECAA.L1A)DIEM 2521 TREMED
AL [ IIREEED TV o ~E BT DM 4), 7V S AHMEFRICARZET, T
VIVZNT 4 N, E= VP T A SREOIREBEGIbEm~ BRI, Zh
SIREMER D T = 2 =7 ORI B WA R T 25 Th 2 (K 5), T 78
H,. == D AROERYFNFIZEY | BEGIIEEEEGLEW 2155 Z &7
T2,
AT THVZ DPPH 7 ¥ WIEETEMERER Tl DPPH Dt e L T2 /
—NVERWD, =& ) — VT DOROA~F V2 EOFREIER & b BUFPEN
« KEEVER G D I72 63 FEEMER S bR C& 5, B _m Tk, IRatEs

WALAMICE B L CERT LD T, ZODPPH 7 U WHEENEHATE 5,
AR, BRI KD | BHEOIRBMEE LG A/ T, 2607 P HNMHERIC
DHEBLIER Z G Lz, S 612, BREOIEEEEMLEW & i~ L,
RERBR A L U7, BEFICRRES 7Y 7 L IBEOHILEEO O L S
Thon POV ZHIiET HZ & T, BlREESALAE M OTRRLIER ZBET L7,
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#2 == 0Oy

Koy 60.3 ¢
VA2 AVAE 849
NE'E 0.1g
R 29.6 g

IRy 169




2—2 FBR
2—2—1 festEEiit e oGk

== BLP=r = INTRICE £ 0 ERIBEEEHLE I OHE, 4
R, B &2 17 (R LTz, T VLY AT ¢ R(DADS, &L 7 A L AFeH
SRS Z F W, barl 5O 51k 3% 5312 DADS 6T U v IRV T

TV nDT UNVAIVT 4 N, B2V VT A VHERR LT,

RGN NN NF

9) (10)

(12) (13)

AN A~

ﬁ

° (15)
17 =r =7 FEDREEEE G
9 77Uy (10) TV NLTRNLT 4 K (DADS) (11) 7 U MY A7 ¢
K (DATS) (12) 3-t' =/L-4H-1,2-2F 1 > (1,2-VD) (13) 2-B'=/L-4H-1,3-7F

4> (13-VD) (14)E-7HT> (15)Z-7HRT
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Q)7 VDB

DADS 7.5 g Z il 37.5 mL (Zifif1% ., 35%iaME{kksE7K 4.5 mL & EEfE 30 mL
DI Z WML, 90 F3fEftHE L ChUG S ¥ T2, £ D%, 28% (W) D/KEE{L T Y
U LAIKIEIR CHRI Lot ZBRKEMAT300mLIZ Lz, g LLF&EDS
Woe—hMIBL.YZ7aa XX 150mL 2z CH LTy Z7en 22 BT
BYZEN Lz, Y7aa AR AKX A HIE 2 BV IR Lz, FULLZY 7 |
HAZUER 1 LEREO KR — MIB L, fafmEEK 90 mL 2Nz TS 9
L7, TImCBIERRZaE =N 3 em, £ X 30 cm O 7 v~ FNEICHEKRNE
MU D LEFIELUTHARNAD T L2 E- LTz, AR T D@ SRR 6,
AR URE(TRE)ZEINL, B—% ) —= R L —Z — T2 HE L T
8.6 9 DL A ZHFT,

QE=NTTFA U, T AT DA

FOSH AT.0glT, 60%(VIV)7 & ko /K2 90 mL Iz, 95°CEIR T 4 RFfH]
i Lo, BiitE, WA EL TS B40g 2157,

RNTRIMI B 21757~ NI 7 4 —ICLV5E LT, IEFERT U D
/71 (Sillicagel 60, 0.063-0.200 mm, A /L7 ¥kX2241)30 g % n-~F Y o T &
. FImIZHIERZEEO A3 em, £X30ecm D7 n~ MEIZHEE, 77 A
FUERLU7Z, BT A BWICRISH B &2 259 &ff L. n-~3FH > 150 mL, n-~F
W 2-7 v X ) —1(95/5, viv)250 mL, n-~F Y f2-7 N ) —1(90/10, viv)250
mL ONEIZEH L, 50 mL 24 LT Frel~13 D7 77 v a &5, v—
ZY—ZNRL—Z—Z2HOTEI L7CE ) b2 EE L B &AL
RO, FIRIIRAUIZ IV RDT,

AR = [[ENE[g] / &9 B A &[]
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2—2—2 JREMEESHILEW Do
(L)HPLC T X BT

BREEFCd 5 DADS, KIS A, B, Fre.l~13 Zxt5: & L, HPLC si#r %47
o7z, ED DADS, W) ARG B & A & ) — VLR E 726 D% HPLC
W L7, Frel~13 122\ T, #4547 iR 100 pL % 900 pL A % /) — Vg S
. HPLC 12t L 72, HPLC &efFiZ. LLF D L0 & Uiz, BEEMIE 3% 512,
PDA MHHER TH- & ' — 2 O UV AT hL & HPLC IEH /% — U BIRTEM:

et eW e FE L,

VAT A AcquityH-Class (H A ™ # — & — XREE L)
7T A : ACCQ-TAG ULTRA C18(¢2.1x100 mm, 1.7 pm,
AA D 4 — % — A4t

BT LR 45°C

EEIH . AKX —VIKIFE(65/35/0.1, VIVIV)
IR 0.4 mL/%y
2 : PDA #iH25( A % + > 200-400 nm. f#HTIE 254 nm.

PDAe) detector, HAR Y 4 — & — ARk 1h)

(2)GC-MS |2 X B3 #7

Fre.l~13 x4t & L, GC-MS IZ X 20 &1T-o7-, B L2777 a v

FDFEFE GC-MSICIEALT, GC-MS &1L, LTy & LT,
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WA

NI

A
<AL= IR
77 I

7T LIRE
Fx U7
27U v Rk

s

EA=E

: GC17-A(BRA AL By B ERT)

1 250°C

: DB-1701(30 mx0.25 mm, J&W Scientific)
: 60°C(10 437) —  250°C(10°C/%7)

: ~U 7, 100 kPa

: 21

: QP-5000(50-600 Da A ¥ ¥ >, h—& /LA F L RE%

fEAr . IR A BT

:lpul

b5 —H# ~_X—Z : NIST

2—2—3 DPPH 7 ¥ h L iH EIEIERER
1% 1—2—4 DPPH 7 ¥ WHEIEMNERER & REED HiEE Uiz, SREEND
DADS, S A, S8 B 1% n-~F > 2t & L, 0.25mg/mL, 1.0 mg/mL,

10 mg/mL OER =R L CRBRICHE L=, SO0 B O BifiRTéH 5 Fre.1~13

IIFAERETICFOE FRBRICHE L,

2—2—4 FAIHOFTLER & IS ER
i, v =T oS L0 SR S R DHA-2TW & Fu iz,

KRl DHA-2TW @ DHA % 24.3 g/100 g(iEIhREEHLAL 29%), EPA X 5.8

/100 g(IENFEAHRYR 7%) Td > 72,
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(1) hra7xzo—LOkED

110°C T 1 Mef N8 U CIEPEAL & B 72 1% P 5% (20-150mesh, 51 7 1 7 A 7 ¥k
K&t)509 &, BT A F(ETA -545RVS, T T A T A 7 Bkk&4h)50 g DR
B n-~FH U TIRB S Y, TimlZIER 2 G O 5 om, £ 50 cm @
su~v MEIEE, B 7 252Uz, KR 259 248 25 mL @ n-~F %
IR S, 1T N BB LT, n-~F 42 1200mL & 7 7 2T L., n-
ANFX Y UEHES AR L, v —F U —Z= R b— & — & W TR L 72 ]
DRI AL LT,

FaZzm—RRESNTWVWD ZLZHERT LD, BIEEZEELTHEDS
ATzl 20mg & n-~F P ImL IS E, 2 a LU FIZR Lz HPLC 2
(2 KV HERR L 72, HPLC TO R 2 #9572 a- h 27 = 1 —/b'% HPLC

ST LTz,

VAT A 1 LC-4000 EXTREMA( H A5 Yekk e 4h)
LC-4000 EXTREMA 35 E ARk
PU4180(ZR > ), AS4150(4— K> 7 —), CO4060(H 7 L
Z—7"2). MD4010(PDA % i%R). FP4020(H Yik Hi#H)
RN : SILICA SG80(94.6x250 mm, 5 um, PRSP Y —4)

BT AR 25°C

B EH :n-F R 2-T R ) —)L (99.2/0.8, VIVIV)
ieIR : 1.0 mL/%y

EA®E : 20 uL

Tt CHOEHHH (I E 298 nm, H#OEIEE 325 nm)
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(2) WEALIRE DFRZE *)

U 7 V(BW-80s, BTV RS E)2009 & n-~F o TREE S
. FRICBERZ RO -AE S em, RS 50cm 07 r~ MEICEE, BT 4
AER L7, ba 7 z=nm— LRELERE A O 259 28 25 mL & n-~F
AR EE, BT A ESHCART L2, n-~F 32200 mL, n-~FH /P Fu
T —7/1(98/2, viv) 200 mL, n-~FH /T =F L —7F 1(90/10, v/v)1200 mL
DNEIZH@IE L, n-~FH [P F)Lom—F 1(90/10, VIV)IAEHTE 5y % [EI0 L 7=,
B—=Z ) =2 NRL—Z =% HWTEIL L ZZE5 0 b2 E Uiz, B L
T —%2 & POVEEDR)IZT LY 1 meg/kg LFTHD Z Ea2MER LT,

()T ~D N

fa7xza—L L@ LIEE 2 RE LB RAmc, ot reafky
DR S TSRS ez, FARAH 6 g (2% LT 0.1%(w/w) .
0.5%(wiw) & 72 5 & 9 IRIN L7z, Wiz i £4% . 100mL A EOR L ARICE 2
HOTE AL, 50°CICFRE L7-[HIRZRN(DK64, ¥~ MEHFERAH) TREF L
7o A 1g FEET ORIFICY TV 7 Lz, o7 ) 7 Li-faima il
i F T-60°C THRAE LT,
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AREBRIL, LTFIRLEE2o0REBREZHRE LT,

R L U bR 2" T E O E

FOSIEEM'E @ DADS & KOS A, B B L OIS B D43 W) Fre.7, 8, 9
ERIGL Uiz, gl LT, mIRIMK E a- b3 7 v —/L(E L7 A v AFeH
RS IRINX AR E Lic, Wb HIIIs LT 0.1%wWw)iRineE L7 b
D EHEEA LT,

BRI 1 ¢ SN

RBRK 2 o b7 ==y
SBAX 3 - DADS

RBRIX 4 KEH A

RRERC 5« SUSH) B

AERIX 6 : Frc.7

ERX 7 - Frc.8

ERX 8 : Frc.9

R 2 IR ORRES

RKER 1 D9 H, RERK 1~5 T, FIES 0.1%Ww) b L < 13 0.5%(wiw) & L
THEBR LT,
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(4)iE i b
Ko TR L 7= £ o iE R L ¥ i (Peroxide value, POV)DHIE L 7= %9,

Il 500 mg AR E D 300ML BAED A7 T AR L., BilR/ 7 on
BV (211, vIN)Z 35 mL A 1 IR 2R E AT R b2 S w7,
=TT ATk E LT3 MEER. fafna vbh Y U LKA 1mL A
THO¥Z L, 15 0[fEE Uiz, ZR8E/K 75mL & 1%(wiv) TA S AFE 7R3 1 mL
ZMATHLULBEEEL, 000N FAREET MU U ATHE L, 7ok, filix M
WL BR A E i L C 7 T 7 RO E R ZHIE LTz, POV 2L T OFHHEK

TRz, PET I KEITH- T2,

POV [meg/kg] = 10x(A-B)xF/C
A: 001N FAmEET Y U AJHESR [mL]
B:0.01NFAHES MY U LARMERT T 2)[mL]
F: 7727 4%—(F=1.0)
C : BLEUE [g]
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2—3 fER
2—3—1 fetEEiitamoERk
W ARBEIOB

DADS Z{t S & THIELIGY A IZIZEIZT IV VU REENTEY, T v
YIIHPLC 7 v~ 7T ADOE—7HELT 52%% H T\, £z, Ko
A ZigiE U TR 72 BOCY) B IZIE Y — 7 kg S RE WIEIZ, E/Z-T ARx | 1,3
VD, DATS, DADS. 1,2-VD MF/EL TH Y | O B — 7 mfEHIZE L Z 1 35%,

18%. 11%. 9%. 6% Cd - 7-(1X 18).

1.00n
t].8[:—: (9) Jiﬁﬁ% A
r].t:‘:n—:
= ]
0.40-]
: (13)
0.20 / (10)
: mol I'I (11)
oo —— s d M e N
u_t]rI] o ]I_.::]tll o 2I_Ir]:I] I I3I.:c]t|1 I Idlt.lmll o SI.It]tI] o El._gnll o ?I'_qlulll I é.un
3
1.00n
. (14), (15) K5 B
. : /
:1.5[:—: (13)
= ] /
0.40-]
] (10)
e (1)
1 f I I|'II
;]l[J”__,J“J“'k._."' '-Jluﬁ_.-x_ A I.,_ Y I -
u_t]rI] o ]I_.::]tll o 2I_Ir]:I] I I3I.:c]t|1 I Idlt.lmll o SI.It]tI] o El._gnll o ?I'_qlulll I é.un
-3

18 e ABLUBOHPLC 7o~ h 7T A

Q) 7V (10) T VNP ANLT 4 K (DADS) (11) T UL R AT 4
K (DATS) (12) 3-E=/L-4H-12-VF 1 > (1,2-VD) (13) 2-E'=/1-4H-1,3-VF
A (1,3-VD) (14)E-77H=xT> (15)Z-7 Rz
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(Q)BUEH) B D47 EiE (Fre.1~13)

SO B OES3 RO HPLC 7 v~ b7 F L %X 19 (2R L7z, DADS 5 X O
DATS 78 Frc.3~5 12, 1,2-VD 78 Fre.5, 612, 1,3-VD 78 Fre.7 (2, E/Z-7 3= 73
Fre.10~12 IZEH L Tnb 2 & 2l LT,

STHERD 5 5, DADS, DATS 23 &H L7- Fre.4, 1,2-VD 23 &H L 7= Fre.6, 1,3-
VD BNEH L7z Fre7, 7RV L2 Frell ® GC 7 e~ b7 7 A8 KO
MS A7 hL%[X 20~25 |27~k L7, DADS, DATS, 1,2-VD, 1,3-VD ® MS %
X7 NVITIRNT Y 7 N DALEW T — Z X—RIZAED MS v~ AZ7 hLh L
UIBEAEAFZE 3N & —F L HPLC OEMESHTHRER(K19)E b —F Lz, 7A=Y
MM L7 Fre.ll ©® GC 7 v~ 77 ATk, DADS, 1,3-VD 72 £, RO
— I BHER S, ThT U LEZOND E— 7 TR S N1 -7-(K 23), F
72+ HPLC 3#Hr CRlisy & [RE T & 720> > 7= Fre.8 B L OV Fre.9 & GC-MS (2 X Y 4y
HrLlicbZ A, GC Z7u~ 7T A THEEARO Y —7 Bt S hiz(X 24, 25),

K777 a rOFEEREL, BIRL-E&EZAM LIZKSY B OEET
L CRINRAZBEH L2E 2 A, 1,3-VD 2 L7 Fre.7 T 33%(wiw) & ic b &

o 72 (X 26),
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Frc.1 | Frc.2 | Frc.3

| | : 01y
| I\
-] .
gy Fre4 12 Fres 12 Frc.6
(11) ‘ |
| (10)
. (11)
(13) Fre7 - = Fre8 . Frc.9
)
| ! i / :
| (14), (15) Frc.10 (14), (15) Frc.11 (14), (15) Frc.12

19 Frcl~13®»HPLC 7 v~ KT A

(10) 7 U vy AL7 4 K (DADS) (11) 7 VUL FU A7 4 K (DATS)
(12) 3-v =/)L-4H-12-F A1 > (1,2-VD) (13) 2-E =/L-4H-13-TF 1 > (1,3-
VD) (I4)E-7Hh=xy (15)Z-7Hhxy
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Ic R - 51232988

RT < RT 10.3
11.87
/ RT 11.9
10.349
3.7 | SEM2 ”Lgss A _13q413 1598 00
4 6 8 10 12 14 16 18 20
§— =~ T oo T @ o= > EreTage
RT 8.2(DADS) RT 10.3(1,2-VD)
NN N | -
‘ | S
: ‘ " 1 o
# ® 1610 u " [ ‘
Tt s iy ) Lot Wy 1 L 1
] [ L4 1% N 1 [y [ . J 1 w 10
I RT 11.9(DATS)
RGN
n
Ll _“ € W L m . m
L'y W0 L 1] 1] |ie w 1% )

20 Frc.4 @ GC-MS 45 Hridk 5
DADS : 7 UNLTANT 4 K, 1,2-VD : 3-E =/L-4H-12-VF 1 > . DATS : ¥

T7UWKY)AVT 4 K
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21 Frc.6 ™ GC-MS 25 Hri 5

1,2-VD : 3-E = )L-4H-12-F A

42

TIC 21853088
/ RT 10.3
G S | S|
4 6 8 10 16 18 20
'
RT 10.3(1,2-VD)
oS
I Z
7
97
144
58
85
’ill h in ['1__11 . 129 — T
40 60 80 120 140



TIC 61463101

RT 10.9

/
W

4 6 8 10 12 14 16 18 20
RT 10.9(1,3-VD)
71
cr
111 144
97
e s T |
Jl 1 l”: | PN 4 | Ll'l ll - L, l Lis e 12? ——d b e
60 80 100 120 140

22 Frc.7 ™ GC-MS 553 #rid 5

1,3-VD : 2-E = /)L-4H-13-PF 1
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TIc o - o — = T@Z@BQ!I
RT 8.2
\ RT 10.9
| RT 10.3 / RT 11.9
A N
- \\‘:—;J =ASS d AL . —
i 6 8 10 12 14 16 18 20
TN ~ RT 82(DADS) | RT 10.3(1,2-VD)
/\/S\s/\/// | S\
l i /
¢ [ B “ ¢ ©
0 w Y ) m T @ ® W m T
. o S o
RT 10.9(1,3-VD) RT 11.9(DATS)
U\ . RAAFNGSIA
T T T » = Toclll BT oET A - '""1'::’ 'y L'ﬂu. '_lii-—’

23 Frc.11 @ GC-MS 43t 5
DADS : T UL AT 4 K, 1,2-VD : 3-B =/L-4H-12-F 1 >, 1,3-VD : 2-

E=/L-4H-1,3-F A > DATS : Y7 UL MY AT 4 R
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TIC o I ¢ §§ 17

RT 10.9
| - 82 RT 11.9
\\ / RT 126
: 5__-}.._ SRS, [0S i L,:&M_::Atw_ S ,_nlk::r -
10 12 18 20
T —_————————————— [} T .
| RT 8.2(DADS) g il RN
ANSINNF Cf\
. !18 2 )} "
i RT 11.9(DATS) © RT 12.6(unknown)
MR GNNE
i 7 o "

24  Frc.8 ™ GC-MS 45 Hrisk 5
DADS : 7 UNTYANLT 4 K, 1,3-VD : 2- =/L-4H-13-VF 1 > . DATS : ¥

T7UWKY)AVT 4 K
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\\ R 189 oo o
RT 8.2
RT 10.9
\ \ / RT 12.6
'\‘\“.w-—-J»_LAU LN -t A e
) i 6 8 0 12 14 ) 1B R e -
RT 8.2(DADS) RT 10.9(1,3-VD)
NGNS : Cl/\
“ ¥ o o o « 7w 1
| . S (e R | SR 7)Y P [ i
N = = o = 4 < =5 e
RT 11.9(DATS) RT12.3(unknown)
NN NN «
gl gl o5 e
[ RT12.6(unknown)
' ! " 12

25 Frc.9 ® GC-MS 45 Hridk 5
DADS : T UNLTYANLT 4 R, 1,3-VD : 2- =/L-4H-13-F A > DATS : &

TUNWNRYRALT 4 R
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2—3—2 DPPH 7 ¥ )V iH LG ER
(1)DADS. ¥ A B L ONSY) B

FOGSHZEME D DADS &, TN OGNS A IB O VU /ViHE
£ %K 27 IZ7R L7z, DADS I% 0.25~10 mg/mL (25 T DPPH 7 ¥4 /Lil%
TERIZR N7z, —5 T, oo A, KIS B IZ DPPH 7 ¥ I VB ETE
PEAERD v, ¥R, BOEY A Tl 0.25mg/mL T DPPH 7 ¥ I WiH AL
37.8% TH>7=, MW B IZIEE 10 mg/mL T DPPH 7 ¥ B /Ll 23R 87.7+3.2%
L0 BENEL DL THRBLIER R £ - 72,

100

80
S
¥ 60
#H m0.25 mg/mL
iz
S 01 mg/mL
s 40 & 10 mg/mL
N

20

0

BEA Is#B

27 DADS. &W A, IS B DT ¥ NHESR
DADS: o7 UL AT 4 K

A EHEERE (n=3)
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()B4 B 4y iR Fre.1~13

SIG#) B &4y LT iz Frel~13 O U /WViHER %K 28 ([ LTz,
WY, DB L7 EZEDE E DPPH 7 U B /Wi ERBRICHE L7z, Fre.7 12
IS B DERAERM T D 1,3-VD BEFAL, BIEEDN G- 72 (K 26), ARFEER
T, 77 7vare&b50mL TORMN LD, R7T7 73 arDHb,
[EUNEE D E o7z Fre? D bIRERENEWZ & 12725, Fre7 TEEREMN
BN T2IZ®O N, Fre? OF PIHERN 29.043.2% & BB D 5 H T, i
HEWMEZ R Lz, — . Fre.8 38 L Fre.9 IZEIUERNZ 1 10%(wiw) |
3%(WW) T o712, TV HNAHERBENZEI 15.2¢1.2% & 11.145.9% T, FFiZ
Fre.9 IZITRIREETHmW T DU HERZ R TWENE EN TV D aTREME R
e Xz,

50

o
o

[%6]

w
o

A
N
o

7
=
o

28 Frc.1~13 D7 VI NWAHESR

T R 5(1=3)
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2—3—3 MK 2 e b R
AR 1 PURILIEH 2 7n 3 E O E

POV D2 b2 [X] 29 (28 L7z, BOGHFEDE O DADS Z IS L7z iR X
(X, ERINX oA OH LS & KEITR LS, POV EH 2 205813720
ST, =T RS A TRINIXIE 50°C, 24 FFEIPRFFTH . POV 28 3.6 meg/kg &
720, POV ERAMKZIRER T ERWONLRoTc, RERTHRE LR
BRIXD 5 6, FUH) B NI A BINKIZIRUNT POV O 5240 L
7o

FOE) B D4R T, BT ¥ W £ & 7k LT ( 28)Fre.7(1,3-VD
R HESY), Fre.8(unknown), Fre.9(unknown) z 700 L7-3BRIX Tk, W b %
BIMX D O E) & KT < POV LR 284~ 2RI 72 o Tz,

o- h AT = m—LIRINX T, BRI & RERW POV ERZ/R L, sk
TEFDNHERS S L7 o 72,

AR 2 BINEORRET

POV DORREZE{L A 30 (278 L7z, DADS (Ffaihicst LT 0.1%(Wiw) .
0.5%(W/W)#RIN L TH, POV 28 L& L ALl 2 RITERD o7, —75.
TV rEECRRIGH A T, WTILOBIREIZB VTS POV O LA 246l L
oo 7V ORHMEY TH D00 B Ti, ATk LT 0.5%(ww)iRIN4 %
LT, BTN POV O EFEIE L2, ZORFIISIE A LV /NS o
7o

o- b 27 = o — LEHNX TIE, 0.5%(WW)ERINE & 0.1%(Wiw)FRIN Al o

POV EH-ZH L. WINE & BB bER OBIRIZ 220 o 72,
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160 20

[ 15 | m
140 [ 3 '
120 | 10 ° ‘
L5 | o W SN
§1OO i . ‘ [ ) Ao— a7 xcua—)
3 r 0@ DADS
£ 80 0 2 4 6 8 10 12
> ® SIA
Q 60 | ®  emiwB
40 L g ®Frc.7
i () Frc.8
20 I - ®Frc9
O a_‘_! I 1 .u 1 I 1 I )
0 10 20 30 40 50

WRAL I [RFH]
29 POV OfRIEZEAK (L)
K E b B ORI EITAMITK LT 0.1%(ww) & L7z,
X2 A I ER LA s ] 12 B £ COHERIX 2R LT,
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1000 20

- 15 n (I)
800 | 10 ° :
= s o
%‘ 600 i Owll |.| | |‘_|_| .ﬁ%}ﬁﬁﬂ
(D)
£ 0 2 46 81012 Aoa— ha 7 xma—/L
2 400 ¢ DADS
= o KIS HIA
200 ¥ ®  eiwB
oMo ¢ .
0 10 20 30 40 50
IR [FFRAT]
1000 20
156 A o) (H)
800 |, |
= I I " ° ]
<60 2L & m
Li]a-)‘ 0 T N TR NN TN NN TN AN MO N N | ‘ Aq_ ]\ 371 QH/I/
% 100 L 0 2 46 81012 i DADS
= ‘ ® ISHIA
200+ R o OB
i [
0 .H L 1 ' 1 L 1 L |

0 10 20 30 40 50
ML [FREH]]

30 POV DfRIEZE(K(2)
B E AL AW O BT AT L TD)0.1%((w/w), (ID0.5%(wiw) & L7=,
X AE AT AL AR 12 BRI £ TodER EZ R LT,
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2—4 BE

NREMEE ALY O LIE R Z5Hi 4 2 HAY T, DADS 756 FEDJREM:
GHALEMOER, BT L7~ NTT77 4 —I2LD 13DT TV ¥ a ITHE
L7z,

DADS DFELEINT LV . FERpaE LTT Vv 2 E0RIGH A 2157,
TV AHMEFRICARLET, THRZ R =AU T A VIR T 5, RIERR
T, RUS AT & F KB EIMZ, BT 52 & TRISYW B 21572, X
IS BIZIZEREK T E LTT R E =L T A VNG i, iz DADS
EDATS NEENTWNDHZ & &HHPLCIZ L 5081 & . PDAT — X L VR LT,
FOS# B \ZIIBHFEDAREME S AL AN G £ TWizlod, L0 FEMICHE
LI, WT LA NI T T4 —IZXV1BDT T a B LI, 13D
777y a AlEENDREMEE LG DS RE Z HPLC 2K VITV, —
D7 T v a AW T, HPLC (2 X 2 MM A, GC-MS 43#ric &
WEEEREST, T AT B (Fre.11)i2 oW T, HPLC o8 Cid e — 27
1ARDIHT, T AT LSO AT D T 720 &l L 72— T, GC-MS 77
PreEEARO Y — 7 Bggd S vz, Zh b B —27 13 DADS, DATS, 1,2-VD, 1,3-
VD ThHZ L& MS AT MABLHERTE, HPLC DEMELSHTHIR & —E L
2oty ZHUCONT, THRT ISR LZE/RWE T, 80°CLL L& 725 LY
KILRTLRDEVIMERDHD ¥, THRZ ULV EBITBICARLERME
ELTT U nHY, Zha GC TRt 2B AR TEBIZE =LV F A
VHRICEBRT 5 Z ERME IR TWA I, TR U THFERRIC, MS MR ERIZE
ETODETICT VOB LTWD &EB X bive, AEREIIHNTERRL, R
L7cT A= (M 98%., HPLC IZ X2 ) 2 BA L Th, EEARD v — 7 23
RBENTZEnD, TR D GC-MS SHTINEETH 2 Z L ¥bnoiz,

FOSHFME ToH %S DADS &, ENbER LTI A, RIS B O
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LEM Z DPPH T VU WIHERIEIC TR L7z & 2 A, DADS (ZHilR b EM1E 72
o T= b DD . I A L RS B \CHIRLEE S 4 6 7. BN A T
Z OIEMEIXE > T2, DADS OHFRILIEMICHOWTIE, WIS 7 — Vg4 H
W, B UBREICTRET L TWD, ZORNTIE, £/ L7 74 NEICIIS D
H DD DADSZED W7 7 A REEIZY J — VER DR LEEE R &2 BRI X,
PURALIER 23880 T 5 39, ik 5137 — RIZ DADS 2N L7=H D % | Active
oxygen method(AOM)FRERIZ L 0 34l L, Mefbaf@iffil Zz Bt S5 2 & 2R L
TW5 0, F7z, Kim 5% DADS #&ie=1 =7 itk % = — L ihicism L 7=
B, MEIRINX & i LC POV O ER MG SND Z 2R ELTND T,
b OGS DADS ICHIELIER R o7z & STV DA, ARERTEML -
DPPH 7 71 MAHEIEMERABRIZ I\ T, DADS 13HtLIEH 2 7R S 7e o T,
THNOERICENTH, FUBLIERZFMET 57200 b D Th 503, FiEB IO
PR BEN B2 D720 FERIGEWVWRAE LT D EE X BT,

BOS AZIZT U o RNEEN, O BIZT U v it snaeno7zZ
EMD, N A THIEBLIERIZIE, 7V U NRELSHEL LTV D ATEEMER
Ez b, FEH B THEMEHRE S 10mgimL &5 2 & T, FiBLIEA 238
DOz, S B O ENR AR L7z & 2 A, 13 D4 EKD 5 6, 1,3-VD %
Hie Fre.7 T b HBLIER DR m o 7o, B0 RO 5 6| Fre.7 135  [BIEE)N

mnole, TR0 H, 13 OEHRD 5 6, Fre.7 25 b 43 iR T OB IR S
W WEIRER WO, Fre? TR IBILER R Eho 2Rt b E 2 b
7o

Fre.7 (2R T Fre.8. Frc.9 DIETHELIEM 23 & o7, K12, Fre.9 [Z[ElLER
3%wiw) & ST EEL L VR ERE CTOLIBILER Z R Lz, 2O Enb,
Frc.8. Frc.9 O HIEIZITIRWTIEEME N EENTWD Z EnfifFan, K
FBR T, Fre.8, 9 ICMENTINE CTH 5 254 nm TO UV BIRAFI< . B — 27 DR
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BNTERDNS TS OREICIZE S 20 > 7=, PDA T —# TlE, Fre8 (2
(%, 280-300 nm ffiTiZ UV WA & Y | Fre.9 TiE, TR 254 nm LISk T UV
WA D3RS S Au7e /o 7o (X 31, [X32), & 62, BEFH A 572912, GC-MS
XD ELIEEZA, WThORBEIKTES GC 7 r~ b7 L THEARD
V— I MRS, HE—27 D MS AT MLVERGR LT E Z A, DADS,
DATS. 1,3-VD 23 H S 41, 2 6130341 H HPLC 2047 Tidk & 49, HPLC
& GC-MS AT DFERICH ERA Uz, L7edi-> T, Fre8, 9ICE £ 5MmIE
TV RT AT EFERIZ, BUTARLE T, GC-MS 2L 50 Tid, BV
WET, RO DEEFRPEONRNEDEBZ X B, Fre.8, Fre.9 Zxf
LLF 5856, WERE LT GC-MS (T4 Th D AlREMED VRIE S 7z, ARZEER
TliE, 2RO EKRIZEEN DM OREICITIES T, FFMIIAHThH o2, Z

NoEWEDRIEITAHOMELE o7,
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550,00+

450.00-

E 400.00]

250.00-

I

X 31

1
200

Frc.8 @ HPLC-PDA 7 — %

400
R

5.00

6.00

bE:7m~< 7750254 nm), T : PDA 5 — #(200-600 nm)
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450.00-
E 400.003

350.004

250,00 g
1) L] —
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0.00 1.00 200 3.00 4.,(,!) 5.00 6.00

32  Frc.9 ® HPLC-PDA 7 —#

bE:7m~< 7750254 nm), T : PDA 5 — #(200-600 nm)

57

800




BRREMEE LA D 5> B DPPH 7 U NWVEHEER OB > 726 D % Hi ik
EL, ZHHa MLz, IR LG 2 RN L 7z fal & 50°C T 48
RFEORFF L Tk 28 &, BRI POV ZHIE L7-, £71L POV LA
FINRODH DM ERET D20, FIREEEHALEW % AIMIZH LT
0.1%WW)IRIM L7 & Z A, EROE LTT UV vy 2E80L0M A Z RN L7z
RERX T POV O EFHIN RN H -T2, E=ATF A UM, TR U EETK
JE¥) B A AN L 723 BR X T, 50°C o 10 FEfEIEREFC POV @ LA % I3 5 2h 5
NHoT2b DD, ZFOBIIE I AT IR D3> 721X 29), IS B D4y
WE D 5B, DPPH 7 U B IVEER N E N> 7= Fre7(1,3-VD & H i 57).
Frc.8(unknown), Frc.9(unknown) % 0 L 72 508k X Cid, IEIRINX & K&E72 < POV
MW EHRL, 2B TO POV EFMEIZRIZ Ao T,

RNT, INNEO AL RFET 5720, T3 2 S IREMEE LAY DU
&% 0.1%(w/w) & 0.5% (WW)IZERE L THEERLIZE Z A, Kt A BEL UK
I B ERINIX CIR BRI MO POV EH-ZM6 L7, IS A BSINX T
I%. 50°C% 24 REfERFE L TH POV 23 0.1%(W/w)FINIX T 37 meg/kg. 0.5%(w/w)
WX T 12 meglkg & 720, AEBRTRELLEERO S B, KW A TRINKIC
BB IRV POV ERIIHIZIR A 572 (X 30), LA L L0 (7 U 2o a3kl POV
O LS 2T 2 FHERES TH D Z LRI,

L, 7T U AIMEFRNIARLET, 7V NVAVT 4 FE, E=AVUF A~
FEAZAT 2 ¥, dberl BT~ =27 U > AR L TEIRICIRFFL.
HPLC TT7 U v U DWMEZMFE LI ¥, TR IR, 7TV v oS E R L
TAEAET D DI% 24 WEEFRE T, 48 BFRRBIEIC TR ST, E= Lo F o1 v
. FFIC13-VDICE L L TV D Z L AR LTV D, AW TIEHEUEE LTIl
ZHNTNDEWS JTIERRL2bOD, P77 )kua—nqiz7r v
YEBRMLTWD 720, [AEROMEFEARETTWD B X b, ZoF%E
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bix, 7V v B GRS A DS 1,3-VD R EIZ-T AT v 25T KIS B
~OEFEITEEIL T D, S A LT 5 & 20RO D,
BOS# B IZh POV O EFZ T 220 NBO BT Z L b 50°CHREFDY)
WTIET U on, ZFOWREZIIET Y o b B LIS B F8XY4 O & i
{bEH D POV O EH-ZMfil L7cb D & &2 bz,

F£72. 1,3-VD Z&de Fre.7 X0, MERIEICIZE SR> 7 Fre.8 <° Fre9 (7
DANBEERDE NPT OO, FIZESRIN L7221 POV O k5% 0]
TONRITH N2 oTc, —HTINLDBERTIOS DIZHY T2 KI5Y B
TiZ. Al POV EFHMEIZENH -7-(X 29, 30), ZNHDZ ENnD, Kk
¥ B AT DDA EE LAY OMAEDENFIZ LD . Mo POV
AR RS R T D AREME SRR S e, EEO == 7 1L TIE, B0
NEVEME B A LA AR T 5 2 21372 <, REBRTHIZICY A RKISY) B
DEIBREERMEI D, EBEO= v =7 MTIGEW R OIREEE (LA Z 5
L7 i3t adika B2 2 L BERHDI D LB XD,

— 5T, S LTRE Lz a- b3 7 = 2 — /LIRIIKIC W T, 0.5% (Wiw) &
DB 0.1%(WW)DEINTHEIED POV _EF-ZMifil L7z, fllZdd 5 0- b7 =
2 —/)L®D POV EHMHIZIRIZONTIZ, AV T lEH 2 Kulas & OG5 &
50, ZCE DL a- b AT = m—/WZEHHOE Ra b RIS
% £ COFERMZRIE S, 2 ORITIMEBOHEIM LT BT 2508, —&
BUED a-ha 7 zve— ORI LY, SIBLERAME T T2 & LT3,
R E HWTZRBRTH . 0.01%2°5 0.05%IC a- b 2 7 = o — /L OUHIIEZ H S
HDHZETHRLERIZR E L7223, 0.1%EMNTIiE 0.06%FMN &V &I IZK
TLEZW, REBRTHRBEOMBENPEL, o- h 27 = v —/1 0.5% (Ww)FsIn X
X0 H 0.1%WW)IRIX T POV O EHAZIH L2 ot BEEMFIEORE R &
T IEIETR VN,
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VAEXY | DPPHIEIL T U NAHRREZFIBLIEH & LTI A, £ DM 23T
i 2R T dH 203, TREITHT 2 iR bE 23l 2 %&. POV 72 & D
FEEMACIEEZ V., IINRE L EO TR T 2 0ER S L LB X b,

AT T AR LV EZT Vo o Re =V OF A VEEZAWZR, 2
NOIREMEEHRILEMII=r =7 2TV EBAT I & TR S D BP9 =
SIFEMMICHE T, == A VET R EOMIMICE > THEDL 2 &R
TE, EBEO=V =ML TH AR ZIGHTE 2D EEZ BT,
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Vivir 3 7
== EH A LA~ g VR TD
I ER L 2h S O FEAm

=1

il

3—1 A
F1E, P2 mECaiisEta o /EM 4 DPPH LIS TR L 72, £ @
fE 3, KIAEMETIX AL, GIU-PEC TT U W ERNE L IREMETIZT U v,
1,3-VD TT7 U HIWEEREN G oT, £o, MEOREIIZIEL o7 b D
D, S B D4y R O —ER(Fre.8, Fre.9) TR TH DPPH 7 ¥ Vi &A1k
HABRED 6T,

= =7 OHBACERIZOW T, fRx REROPTHRITIEERmV E W
IMEND DM, KHHEOFHHICE E > T\ D YW, -, REEERILAED
WZHEB L, i EERZFHM L7z b O b & 503, KBS LAY & O Hlh 72
W 2D D STOKERE . TREEPER D DRIEL TV D b O L = =7 Bl
o OFBALIER 23l 212 h 72 - Th . KEMHETIERLA Y & IRTAVER D %
BERNCEHME L, Bdme LTCORMELZHET 2 Z kO 6N D,

= =72 EEND AL 137V A F—F (ECAA1LADIEM &%) THIRIAMED
TV ~EENL, RWTT U ET7T VARV T ¢ REES OIRIEMEE L
B~ EBREND(X 4, 5P, T72bb, TUAF—EOIERAEZHIET S Z
& THR LN D KEMEEALAE Y & IR E b G 2 HE T2 Z L B ARETH
5, 7 VAT —EBORUEFMLTHZIETALNLT IV S BIZIEE= VYT
A VESNDORISEART Z LN TE D, S, 7V A F—EB DI ERBESM: T TiI,
AL BT U T U ORISITHETTE T, AL 2752 N TE S, ZOERZ
FHL., Jek=r =210 EN 2 KEEEGHLEW & RFf S S = =7 filit
WeE. T7VATFT—BEEHSETT Vv, BT A VEHOARER L=
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=7 iR o 2 M2 R L7z,

T LY 3 VRIBKIETE, BRI Y O 5 %8 A TR Y | AKREGTER LSy
EHRVAVERR Y & 2 EAWNCEHMET 201 L7232 TH D EE 2, AEBRTIX
TR E LTRlm~ by a D ERRL, o~ a iz 2 O
= =7 fhiiRE Ao RERBRZ S L SRS O b 2h 5 A MG L
7o

3—2 EB
3—2—1 =r=7 RO

(1)Hth i D i B

k= =271F 1—-2—-1 =r=7#HHKROFHOMEA==2] LFRTH
D%z T,

== BAERLEYR 125 g 1 pH6.8 £ 721 pH2.8 D50 mM U VRN T 7
— %) 200 mL A T 60 [l E 2, 250 mLICEA L T, pH DR D
== iR E ST, B, IV pH2.8 721X pH6.8 D 50 mM U
ey 77 —%LUTOEBYFHIM LT,

50mM VU »E/N > 7 7 —(pH6.8)
Url —KFEFT MY A KM 390g &Y UERAKFE T FU DL 12 kR0
W) 8.95 g \IZRRKEMZ, 1LIZER LT,

50mM U gy 7 7 —(pH2.8)
VU IKEFT NI UL KM 6.24g & U Wk 340 L (2K AN Z .
1LICER LT,
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) HER D 53 Hr

KEMEEALE O HTIL, 11—2—3 KEEEHILEMOERE] IR LT
W — R U CERM Lo, AEBRTIE, A Bt 32 2 &7 < flit
a2+ DFEFE HPLC oirict L7, RS bEMmE . [2—2—2 JREMES

WAL G DT (R LT FETHMT Lz,

3—2—2 falim~/ 3 P
(L)faih oK

[2—2—4 FIMOFTRHE & PINERER ] (R LIEFRBROFET, harZzm—
b, RN TiEfE iR E bRk L,

(Q=~/ a DO

T Nva VOEGER 3 ITRLIE, KEET LIy 7 RELT, = =7
TR (EH2.8 5L 116.8), U vy 77 —(pH28 3L 116.8), RU 7 Uk U
M= AT v, 7 AL U R(E L7 A AT EER St 2R E Lz,
B, ALK ELTHERLEZARY 70 Y VM= X7 V% HLB fE
(Hydrophilic Lipophilic Balance)® %72 % 2 fifH %/ L 7=, S-28D(HLB f£ 9, —
#2r I N7 — AR H) & L-TDHLB i 17, =247 I v 7 — XA
B L, BT LI v 7 A LT, BREMAHM, L F 2 (SLP-L v F 2
RS o- F 27 = m— (B LT A L AT S ) 2R A LT,
FNEIINRE LIKENE T LI v 7 A LIRS LI v 7 AZRBELTT
fEFAL Uiz, TARFLLICIBEEE(T25 basic ULTRA TURRAX, KA % 7R Uk
240 % vy, 3000 rpm T 5 SpfEiEEE L CH B S T, RWT, RAEMLE LT,

£ £ YA ¥ —(Nanomaizer markll NM2-1L200, &5 F Rk B3R s 1) C
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FF AL & 50 MPa CTidilg L CHLEE L T~y g v & 157,
T/ ary5mLE 100 ML BFEDRA L OIZZEEZDHOTE AL, 50°CIT
RIE LT HIRZSN(DK64, v~ MRS HAD) T 48 RFREIORFF L7z, #REFIC

N TarETY L W RS ONIE F T-60°CTHRE LT,
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#3 fAlxz~Lrya OREFE

Emulsion (emu.)

A B C D E F G H I J K L
fali(DHA-27W) 10.0 10.0 10.0 10.0 10.0 10.0 10.0 10.0 10.0 10.0 10.0 10.0
L F L (SLP-L v F ) 1.0 1.0 1.0 1.0 1.0 1.0 1.0 1.0 1.0 1.0 1.0 1.0
o-haTT7 zm—/L 0.1 0.1
AU 7 V'Y MEHEET A7 1 (S-28D, HLB9) 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0

RY 7V 'V fEIAEE T AT L(L-17D, HLB 17) 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0 2.0

5%(wiw) = = 27 fili ¥ (pH6.8) 170 340 850

50mM U » /8y 7 7 —(pH6.8) 850 845 849 680 510

5%(wiw) = =27 filii#& (pH2.8) 170 340 850
50mM U » gy 7 7 —(pH2.8) 85.0 845 849 680 510

T AN R 0.5 0.5

aFt 100.0 100.0 100.0 100.0 100.0 100.0 100.0 1000 100.0 100.0 100.0 100.0

HAL g



3—2—3 EM{LIEE OFEAMm

WE LI ORI, Mei H2MT - 7o 71k D% —fck 2 L CHlIlE LT,

(1)Fe? ¥R D Y

AL N O N KR (E £ 7 A v DRSS ) 2 352 mg FEFE L. 0.4
MEfETI0mMLIZEA L T0.144M OEiRAZMB L 7=, IRWT, hfb#kAn-tok
(s £ 7 A v DR REER NS 4) 2 400 mg FEFE L, KT L0mLIZERL T
0.144 M DIRIEZFFT-, Zhb% 1 mL 3o, BEAL, @O0BEL CZo k
EaBEI L7,

QVF A>T VBT =7 AERIK DY
FALT VBT VRS A(B LT A NV AT RS2 39 RRE L. K

TIOMLIZERLT3.94M OEK 2R L7,

@)F AT v ERME-Fe* R DR Y

FeX VA L 394 M FA LT VERT VE= Y AVERE L mL $OIRA LT, Z
DIRBW e A B ) — V-7 % ) — ) (2/11, vIV) T 10 fE(VIWIZFRIR L, T4 7 >~
Fet-Fe? i 2B L7e,

(4) R IR E DRE

0UL D=L arEw3mLDRAF ) —)U1-T X 7 —)V(2/1, VIN)IZIEE S
2o 2095200 UL 2ERY . FA T UEEE-Fe? T 20 uL 2Nz CTIRA LT,
20 3E#iE L7=1%. 510nm OWOLEZRIE L=, WEIZIT~vA 77 L— Y —

' —(SH-1200, = v FEAMRASH)E W, HIEIR 3 ] T - 72,

66



3—3 %
3—3—1 =y =ik

pH D22 U VRN Y 7 7 — THi L7z = > = 7 BAE R R O KM it
LAY D HPLC ATt R 2 X 33 (2 IRt MG itk & D HPLC 3 #ridi R 2 X 34
2R LTz,

pH2.8 DU gy 7 7 —Z HWTHIH L72 & O Tid AL 23%47 L (X 33,
pH2.8, E—27 (3)). 7 U v > DAERMN DT TH - 72(X 34, pH2.8, £™— 2 (9)).
—Ji T, pHE8 DV LRy 7 7 —THIH L7z b DIZ AL OB — 7 T3 s
(X133, pH6.8), 7 U D — 7 R S 7=(X 34, pH6.8, E'—7(9)),

o] pH 6.8
- m ®
(1) 5) I j\
0.00-{— /\—Af\—/~_/L —— = —
-~ H 2.
© pH 2.8
=l (1) @ ®)
=R f\ o
Ull): T — - I\—A_/\

33 =V =7 KD HPLC 7 m~ k7T A(KEMEE LA )

(1) >z7ur7 ULy (CA) () AFA> (MT) ) 7UA> (AL) (5) y-Z /v
B2 IN-S-AFNV AT A (GIU-MEC)  (7) y-ZVZ IN-S-T VIV AT A
(GIU-ALC) (8)y-Z V& 2 JL-S-(E)-1-7F =)L 25 A > (Glu-PEC)
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0.127 pH 6.8
; 9)
0.10-‘ /
o.os{
S 1
< 0.06-
0.04{

0.02

0. 00—:—-—J M

LU F‘il?l]IIFIIITIIOV i?l]l[fll’li‘
000 050 1.00 1.50 29?0 250 3.00 3.50 4.00

0.121 pH 2.8
0.10-
0.08-

> ]

< 0.06-
0.04] o ©)

0.021 \

0.00- L
.thtl'v'vIvtlll1111‘|"11lv'v"tivllI'Y'
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
%

34 = =7 HiHiED HPLC 7 a~ 7' Z ARSI LS W)

9 77U
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3—3—2 wmm(LIRE

W LARE OWMERBRZK 35 1R Lz, KT~y a v OMORNES 0
& L. IREFHIR T oW E DM A R LTz, pHE.8 D U /Sy 7 7 — T
L7z~ /by g A2 OWT, gkt & U Ca% @ L 72 B8R0 X (emu. A)I% 510 nm
DY SERE D3I L 7= DIkt L, pH2.8 T L 7= b D (emu. G)IXW L EENHI K L |
TV a D pH ZEEMEE T 5 2 & THRERRLMEE LT,

T/l g a2 pHE8 & LB Tt a- =2 7 = m— )L Z2EIN L7z 6 O (emu.
CYTHNENE R LIz, 7T AN EVEERMLZ S O®Emu. B)Tix, WRED
HER A2 Uiz, $FPRE UCEOE L2 IERNX (emu. A) &, = > =7 ik & n
z Iz~ 3 (emu.D, E. F)DOWRIEE OHEINFENZREIT Lo T,

TN a rapH28E LT BRI TH a- 2 7 = m— L Z AN L 72 % D (emu.
) TWOEEE S 50°CIRFFFRER I IR U i B bt L7z, 7 A 21
EUEEmm Uz b Oemu. H)Tix, WOREOERAZIMEI Lz, xtE LTRE
Lo BRI (emu. G) &, = =7 itk 2 N 2 7= fai =~ L2 =2 »(emu. J, K,
L)DWSLE OIS 2 e 35 &, = =7 iR & N % 7238k [X T 510 nm
OWIEMELS . = =7 JiiR TR LIEE O &Rz b,
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1.40

120 b pH 6.8 A
ﬂ]ﬂ:%lﬂj
2100 t
@ Eemu.
=080 r Aemu.
[
3060 L A Aemu.
i @ emu.
ié 0.40 A A ®emu.
- 020 | | ®emu.
0.00 -!—l—i R ' '
0 10 20 30 40 50
P f b IRE ][RR
140
120 - pH2.8
ﬂﬂéﬁﬂ
=100 .
*é A Hemu.
EO'SO i ‘ Aemu.
[
S 0.60 | A e semu
0 [ |
M @ emu.
ié 040 - A o ®cmu.
- 020 F A ®emu.
IF11. 2
000 1 1 1 1 1 1 J
0 10 20 30 40 50
PR b RERA] [IRERED)

Mmoo w >

r X <

35 MR LR EHIE Ol R

L : pH6.8. T :pH2.8
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3—4 B2

pH DRI D ) Uy 7 7 —E W, = = 7 ik iR L. KBS
LMD Gt: & TREEEFALA Y DMt 2 FERED HPLC 44 T4
Hrivz, pH28 DU VN> 7 7 — 2 K DM TIZT AL O B — 7 R S, b
TNCT VOB —7 BRI NIz, — T pHE.8 DV ey 7 7 —Hlith
TiX. AL B ENT, 7TV U URZRICHER SN, AL 2T U v~ E &
BT 57 VA FT—BOEEBIITONTIE, Wang 5723, i pH 28 6.5 TH D
ZEERLTVE B, REBRTH ZOHE L RIS, pH28 TIET VA F—ED
EHZMHE L, pH6.8 TT VA FT—EMEH LR ThH L &2 b, Lk
X0 KEBEHEFRALED., IR LA OWT 2RI LTI L&~
DB, pH S TERILAHOMB AR TE 5 Z L2VRENT,

pH DR D) gy 77— HWTHB L= =7 iR & . fih il
ALTEOW =~ /Lya il Uiz, KEED L <IIREMEE LAY DKL
WELZNE D, Thbb, BETHT VAT —EOEHEBEL, =<1y
3 D% pH2.8 H LI pHB.8 DU LU/ Ny 77— & L=, pH28 DV
fig/R w7 7 —Z Wi fAilm~ /L g »(emu. G) Tl 510 nm O FENREE R L
9 <, pHE.8 D H D(emu. A) & bhig U TR LARE M LT W LR S
ni-, A~y a v oHeZEE L pH OBEIZHOW T, =<y g U a kL
T5ZETREASMEEIND E VO HE WO, 7V —I v I3VET Tt
2R 2BV B b D LW it Db dhH DT, kL 95 2 L TR b
T 2HE DbV, BERNETNThER D, =< /Ly a v OHRERICD
WK, pH Oft, IR & DORIfR 4O, W5 2 HAAI N E ORSE S B Y | FEH
FRET DI LIIREETH D, REBRTIIHERES T AP —2HHLTEY
HHRFAL & i 2 & IR A/ N W, BlE T DR E O &, =< L
va Y OB SE PEMCEB L AERERLIZVDOEEZ D,
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PH %68 L L TRIELT -~ /L v a v &2V Clid, emu.D, E, FlZiX
TV UBNEEND, TV UBRMEo POV ERZWHIT 5 2 LIZOW T,
F2FICFL L7z, AFBRTH, emu. D, E. FOWFNET U ALY lREMR
fEEIH L7 b D LB 2 508, et & U TE L7z EERINIX (emu. A) DO WS
FEDOHIMZEE & KB o722 b IREMEE LAY O WIS X H R
(IR B 7oz,

—Jj, T~ arDpH & 28 L LIZRABRTIE, = =7 HgETNT 5
Z L TUOCE DI Z A IRERALIH 2N DD Z E AR ST, L L
TERE LTI (emu. G)DWL G EE D IN%Eh & bk L ¢, = =7 Hhiik %
MMz 7= emu.J, K. L CUOGEDHIINA M S 4L, =2 =27 iz L 5 I8 Em
AL R e T & 72,

T arDpHICED LT, T AL EUERORINTERRIEE O K%
B, TR BB IEAlE LT EEMZBW A EHAINT
WD, ZDONRER/DHITIL IRNENEETHDH, 7 A 2/LEVRRIZ OV T,
PUBALRIR G DAL & ) il B0 RO 1T B b & et 5 &
WO H Y 49 REBRCHEM LIS B TIET A 2 E U EROFRM LR
DDA IRIRE TR o7 b D EEZ D, £ BEOT A2/ D
IR EEARHET D, REBRTHBE Lo~/ a s Th, T ALV E VIS
WFLTem~ya r TRENEL T (T —F ST, WMEDOT ALt
BEOWIMITEZFE, AR TNIEROREMIEOIR T 248 < TRtk b & 2
v, FIRLIEN L &L DT 22 BET L, WIS U T A a1 e U Bo
WG EZFRET DHDULERDD LB Z BN,

AREBRTITEAWICKT LT o- a7 = a2 —/L % 05%Ww)E LTz~
IUEREBL, ZO e ha 7 — LORMEIRE 2 ZBIRLEHO &R
E LT, =y a O pHICEDL LT, WERLIRE O KIMEIRIT R 7
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Polo,ar b 3T = m— T KB IRE ORI AT DWW I BRI 3 MFAE
L. 2O THIER o- 37 = 0 — LOTIMERITHREN TRV D, K
MRTIIELZIVEDI b a-h a7 =0 — LA HERRE Lz, KERTY,
FITx LTE o- b3 7 = v — VR O L5 IIHTERAE 2 B4 C & 2p s R
Lirol,

AN LIZB T, A OBLE D bR TRIXEE T, BESE
W DBEFE AR 5, BRI T C=r =7 g2l 5 &, =0 =2 tho
TUAFT—ERERET, AL 2 ERpor & T2 0k=0 =728 £ 2 K
G LB EFD ZENTE 5, KERIZLY . ZodhtiRiZo~rya %
WZRWT, BIHORALMGIT 5 Z E R LN E o, 2D &Ik, MEHDE
A SO, IREOBILZMEIT 5N TEH I EE2R/THOT, BMINT
CBWTHHAZEN TH D LB BT,
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Vivawd =~
4

ot
TGN

RERORNPTHIHREIZ=REEFRDO—DOT, =X —lL L ToOKE %
HoTWD, ZOREILSNTS ., EFHEREMEZ R TIFERH Y | £ DR 2 W
LCHIH SIS, ZD72 )3T EPA X DHA 72 & n-3 5% PUFA IZIEHTRIEIEA
RPriAeEH 72 & OMRENHE S v, £ OEREMEZTE ) L CTIREFER ML FE M
(RSN TS, LA L, PURA MBS ICEEO “EHi G2 A L TWaH T
D BALIIE DB Z =2 103 < L IRAKIZ K 0 SRBAM-CIEFARREE DR T 24 <,
Z OFALREMEOIKR S A EPA ° DHA OFIAZ 15 TR Y . £l Tk
FALBA LRI OB A L 72D, Loy L, ZHAEGDEBAF(ET 5 PUFA TIE,
INBERINT A Z & TOREIEIZ 1457 TlE v,

EZAT, == 3 D OHFEREERTEY E LTSN TE 2,
= =7 B THRBRICIERSoIE . U AMEZR ERk 2 & 72 S Tn
%o FURALAERICOW TR, MRx REFROPTH =0 =7 [TH(bEH 2 & &
WO RGN D DD, KK ORI £ > T\ b, = =7 B IR
HEOLDLH Y | NREHEEHEALEWIER L, TOMBLIER ZFh L7z b Db
bh, L, HED D=0 =7 D 5 B WO ISHIER LR 23
& D0 g U T i 1370, Bk, BRIETERC O NIREL TR Y | =
=7 By O PIRRALVE R 2 59 512572 0 | KRR 721 T < | IRIANE
FATIZOWT BT 5 Z ENEHEETHDL EEX T,

== Z TR R BB & LT, MIREIRERR IS AL 23 B 7 U 3~ DR
ERWT AR LET VU RTVILALT  RESPE LT A VHHNEE
T DE0ER 5, ZORISEFIMAT 5 Z & T, a2 E kA OF RS fT6E
Thon, £ T, BLIERAREWE ShD =0 =7 2 Hlnic il o kBT
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WiEBRTH L EAME L, AIFEE e LT,

#1 ECTKEMERILAYMB L= =7 LA OHILIEH % DPPH & ¥
TINAEEAEIZ L0 3l LTz, KEEMEmbEm a2 5 ERICBNT, 7V A F—
POEREZRT 22 LIFEET, KERTIET VA FT—ERMERALZRVWE S,
== T NVORHLEE L T=0 =7 D AR Z B RLRIC L 0 LB L,
VR VX 7 L o — )V KR & F N Tz, 72, 6 FREE O KIS E i b &8 % .
== I ETLIXRF RN LA, BB BRI ERLRE L, £
NENDOPRIL/ER A RGE Lo, 2T 2 B OTBGREE AN, &7 8 fiH
DK ALE Y & FRRE LTz,

KEEHEHALEWIIER L, FERMOEZRD 4 o= =7 ZFHiLT-& 2
AHEE= =7 L LA =2 =27 TDPPH 7 ¥ I Wl ERNE o 12,
8 FHIH D KB AL AW DEEHESL D 72 > TlX Glu-PEC, AL DIEIZ T ¥ F1 L H
ERPRENoT, TRHOFRRIY, HE= =7 LKL TIMA==2T
GIU-PEC "Z Wb DL ZFZ X DNTZ, [EE= =2 DF5H Glu-PEC & &EH 7>
ST, ZOKBEMEEHRIEAYOEERBROFER, A= =27 132G E Tz
BN D OREMENEMN CTH -T2 &, @D b o 72 Z & BRI E
{EEMD HPLC Y'r 7 7 A L XV RSNTe, @QIZHOW T, A= =27 TH
EENEL . AA 7 — RRIGBEITLTWD Z L 2RI/ RESGT, A4 T7—F
LEWITHBILER G ShB Y . A= =27 THEB(LER D &
Mol O—RTHDLEEADNT, TDIO, = =7 =2 =7 N Lind
PURRALVER Z 5T 2 72 DI IZE ML G O fth, IHE L TH 5 OJFUEL O B
JECIREE B, I LR OIR IR A A B R T L MNERS L EEZ b,

% 2 ECIREMER LG OHERL/E Z DPPH 7 ¥ 1 WA RIEIC K0 #F-fh
L7z, MiREEED DADS 225 G A ZH R LTz, IRWT, RIGH A 39
52 ETRIEY B 2157, KIS B IITEEFEDOIEEIEE L& & £ T
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BO, h7Lra~v N7 7 4—I2&0 183 D7 TV v a v liME LT, HPLC
ROV, e AIZIET Y 22 (52%, HPLC 7 v~ h 7T AEREEL)D, G
B 121X 7 AT (35%)° B =L VT A L HE(L,3-VD:18%, 1,2-VD:11%)ME £ T
WS Z &R Lo, FRERICEUSY B OB BHRIZOWT S &ALk & [H
E L7,

IHOOHBLIERZFE L7 2 A, RIS A LIS B TDPPH 7 27
JABEENE L, BTG A TaEroTe, —H T, —HORIGEDHFBEEE T
& % DADS |(ZITHERLIEF AR LR o T, B B DA ERD 5 6 1,3-
VD Z&Te Fre.7 T DPPH 7 U WIBEEN @ -oTo, o, /RO 59 BT
LUGEOpEEN
SEHRICE EN DM DOREICITEL T, SHBOBEE 7257,

1R 2 ECRICERK RO 5 & AMIE TR e B b G Tl
GIu-PEC>AL> & A(T U 2> 52%)DIEIZ T 2 H VBRI E D> 7= (GHE

FEEDMED o 7223, Fre.8. Fre.9 1. Hi{LIEH A2 R LTz, 2D 25D

JEFE 0.25 mg/mL),

BRI K 0SB RREYEE B G % BUMICIRAN L, 50°C THREF L7z, #RRFHY
IRl E U 7L, POV ZRIE LT E 2 A, Ko A, RIGY B DJIAIC
POV @ EH-Z4Mi Uiz, R, BOS A TTAIICx LT 0.1%(wiw) & W 9 BT
NETH I LFRREREE 2 I S, POV O LA 280 Uiz, JEsMa
{EEMDIZE AL EZ=0 = RADIZBWW A 5, RIINETH R 2T
57 bR, == FAEDICB W E RS o0, OB LIk R EZ 5D 2
EMNTED, MEEMIT LR ONDEHMRIZR 2 5720, KR LT LT
BMIZISCUT, /S A DR/ ORIMEEZRET HHLEND D,

B 3ETITETLVREMLE LTH= v LY a v ERRL, = =7 BElE
W OHIRIL N R 2 LTz, 7V A F—BOE@EEHLMEEZFEH L, = =74
MR Z RS, & LIEFMHERGE T TR Lo, 2k, SR T

76



7 VA FT—EMERET., ik=r =7 IZZEN 2 KERERILEW Z1D
ZENTE, —HT, FHEHETTIZTAL T U o OROSDMERE L CTHRIANE
G EMESGD Z LN TET,

I OMHE A B S L TR LY g AR L, AR L=l
V3 vk 50°CTIRFE L, Mt B 2 MEE LT, RS LG OB A i
T2 DITERE L 7o i (pHE.8) L EABR X IC B W T, = v =7 s I X T
WA EARE I Lo 7, Las L, Helgest e U TR E L7 \EIRINIX T 6l
LIRS EBIN L 72 o Tz, TDTd, REBRTIIT LY 3 VR TOM
WX 2 iRt = o = 7 fhiR OB O BT R b7 iro Tz, —F
T, KEEEHAL M OB L FRFT 2 70 DITERE U T Rk (pH2.8) AL B AR X
IZBWT, =r=7 OB EIZIS U TR OEELIEE O A <00
L0 KEMEETLEM OTBRLIER D RS LT,

INT AR ORGER: . AW OB DRESFEEZBIE L T 5 2 L%,
FetETix T U A F—EBOERD I S v, AL FEOKEMEEHIL SR REFE S
BHo TNEY, BESKIMEEZ RIS 5 Z L7 < Sl OBR{LZ Hf T X 5 "REM %
~ LTz,

= =7 HEEOERLEY TRIMOBRLE ILEIR 2 B%, HET 2I2H720 .
FEPIEREER DAY ) — = 7 il Ao, NEE R 2 i3 2 g1 T4
CHTVhNEMRET DR Bl L, WL ERT VNV TH
% DPPH Z W TEHOEhfbA 7l L7z, DPPH T ¥ AAHEETH
LT 2 ) — T KEEYE IREEEDO W T BRI T 5 2 & R RIRETH D,
ABFFED K912, KEEE. TREEO B a5 L3 5356, DPPH 7 27
JABEEITAN R GETH D, L L, ZOFMIEIC X 0 ik L7 FiEg(biE
RAoEmnbozfmIcEmLTH, POV O ERZMEIL22nb o b6, DPPH
TFVNNHEEETOREETE LD H o7, R, it e L THWE
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a- b 3T = v — T, JEERIFIIC DPPH 7 U v 2 ET 5 LN H D I8,
ARIBRTIT, EBRICHEMA~RIN LT HHACIEHR, WM E RSB S
minote, LEX Y DPPH 7 U WHEIEIZT P iR A Pl bIEH & L
THZ, ZTOBS RN 2 HE & 13705 b OO JEEICxH 2 B LIl %
R 5. FEERICIEE ISR L, POV 72 EOIRERMLIRIE 2 FH\ >, U
EEb 5 TRl 2 LB H 2,

AW TEY o T2 KEEEGHRILADIT e TEETCH L, —FH,. == DFfF
RO INREEEHIL A Th D, MIRMRRICT Y 4 F—E 2 AL ~ER L,
JBEMETHEROT V24 0L, Zhnb, TUNLVALT 4 R, BE=LTF
AV, THRTZUPAERL, WIS AR THD, fifb/EAZRHL T, =
V=7 R DIZB W IVUE, HIRFIA~OWFE B O—2 L 22 5, AHFIET
RIINETH POV LRSI EOH 2 56 A ZER LT, BUSH A DAL
WZFS T2 D, BEEO= =7 IMLTIZ. TVEBALLECHTEZDH DT,
L. RS AN ERGICHEDL ZENTE D, MITRMICE-T, KD
D EWHIIRSE O AMRIZRZR 2, 200, KIEW A OFIMEITIN LM,
TEICRET DMEDN D D, EHIEHHIROFE NS O, IEE L7007
R MR ERIE D b DIE, SUSY) AFRE Db DDIT &E2 MR 5H 2 LA FRET
TN =r =7 BE KRBT 2 2 LN T& 5, b LR, TRA RO T~
JIEHT 52 & T, = =7 ITREINRIZB WD TO~ A% o 7 R 2 IR L
TG THZEEAMTHL BN, AlZ SR GITKEMTLNNAZ
L INBEFMTAEHORNPTHIZEBWARLS , =2 =7 TR 72128V TO
YAFX U TRPELNRT VD EB R D,

AWFFE = =7 BEOEHIL MO MM ~DORLIH R e R LT, =
=71 3T VAL EDMTEIEIC XLV BHICRICDES, AR LTm D72
IMNIFREET, off, WRT2b0bH5, ZO—HIRT VT, T
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MOBBET LT AR BT Y VNI ETERWDBEBIALELRME TH D, L
FALEH DRt 2 B8 L CEWMIRZRET O LERHDH, ZOHE1D B
TEMIZEICNNEEZRET DLERD D,

AL TILIEER OKEMEE LAY T bR DRI, = =7
(XFEHFANH] O 72 O IRTRATIRA S S v, WBEFRIEDS ATHE & 72 > TV 5, FEEFE DN
S ML EEER R0 = =7 D ARICE EN DB KEEERILE D5
EIIHERATEMM T2 T 5, Thb b, IUE, BTk, lkeo 1ES A 710
26, BUBLERAR—EThnwZ Lt s,

=y =7 HROEHLEM OB ER 2 8 L, iz &l TR~k
T 2EICIE, = v =7 ORFEL TEEEIC L 28BS LIc kAT =
=79 A OALFOG B EHNCB /T DLER S D,

UL b, AR T, = =27 bW L 2 o bk 2R 2R~ Lz,
T, Rl = =27 OMTREICERRT 26D TH Y | BAKEEDFREIZ A
B3 ERBEVREE TR LT,
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(N- (g-glutamyl) -S-allylcysteine, Glu-ALC)

(brt,

2.33 ppm
1H, J = 7.4Hz)

2.67 ppm

(dd, 1H, /=82, 14.1 Hz)
2.83 ppm

(dd, 1H, 1= 4.7, 14.1 Hz)

4.97ppm

(brd, 1H ,J=10.2 Hz, cis)
4,99 ppm

(brd, 1H, = 17.0 Hz, trans)

Ao

HO,C
{dt, 2H

3.67 ppm
{t, 1H, J = 6.4 Hz)

S"/\‘\,/

\

2 562 ppm
1.98 ppm (ddt, 1H, 7.2, 10.2 17.0 Hz)
., J=6.4,7.4Hz)
4,33 ppm 3.01 ppm
(dd, 1H, J = 4.7, 8.2 Hz) {d, 2H,J= 7.2 Hz)

101




/

gagid

2

Mo pmmmen ;o i;

858 &

i
|
f

JIN-n[D

W 15,2184

o
4, 3467 — .
4.3376—— e,
4.3307 ——
4.3212— o5

|

|

| 0.9801

5 y-Z B IN-S-T VL AT A (Glu-ALC) (1)

102



¥z

£2

2z

12

81

T—-1149.41
1141. 96

1021. 04
1013.38
1006. 36

5 y-ZVZ IS T UL ZT A (GIu-ALC) (2)

103

JV-1T9



=

82
-

L'z

1507. 90
——1500. 74

——1426. 56
——1421. 91

——1412. 52
——1407. 66

——1345, 23

1337. 14
——1331. 27

—1322, 89

5 y-Z B IN-S-T VL AT A (Glu-ALC)  (3)

104

JIN-N1D



i

ri

4.

P by |

6V Y6V 969 86 & 20°C JO'G ¥6G 95 B 9'S 29 595 999 89T LG

s

v ¢

290 0T 99'C 89'C L€ ZLE BTV £V I8V WV 98V &P

-
‘ |

f ﬂ
|

“;

i

‘.

T

105

2830. 87

- 2803, 57
— --——2820.70
——————2816.19
TTT——2813.69
—-.-—2806.38
—— ——2803.66

- 2796.58
2789. 20

Hz

2174.04
—2169. 46
2166 02
— 2161,

1839. 89
~1833. 45
1827. 16

5 y-Z B IN-S-T VL AT A (Glu-ALC)  (4)

Jy-n19



X6 y-ZH IN-S-(E)-1-TuaX= )LV AT A

(N- (g-glutamyl) -S- (E-1-propenyl)cysteine, Glu-PEC)

1.52 ppm

(dd, 3H, J = 1.5, 6.6 Hz)

2.31 ppm

(brt, 1H, J = 7.4Hz)

/

2.80 ppm

(dd, 1H, /= 8.4, 14.3 Hz)
2.99 ppm

(dd, 1H, /= 4.4, 14.3 Hz)

O

t, 2H,,J = 6.3, 7.4 Hz)

1.97 ppm

NH> / y
/)\/YY\

CO,H

/

TN

AN

5.66 ppm

(dd, 3H,J = 6.6, 14.9 Hz))

3.66 ppm
{t, 1H, /=63 Hz)

4.35 ppm
(dd, 1H, 1= 4.4, 8.4 Hz)

5.77 ppm
(dd, 1H, /= 1.5, 14.9 Hz)

106




Glu-PEC

1 16, 1067

TR
0. 9252
0
2,083

\v_
o JOY 4 .b = AN = :IEL

§ T ; " | N I
\\\ﬁ, Jg/%// | N / \ AN/
JHEEH T

...............

4.3501 —
4.3411 —
6703
6577
6450
0117
0030
9831
9743
8180 ——
10
7894
2.7724 —

JU-S- (E) -1- 7 B _= /L 25 A+ (GIU-PEC) (1)
107

~

Py
~

X6 y-Z X



(SRR

&

e

=

e =
e —— " —1166, 31
8 == — ——1167. 50
] <

w] e —— 1150, 06
Ry g

B |
P
3
™
o
P_
4
2': | Hez
o~ ~—1014. 88
] ‘\:.- ——1007. 43
L T—— —1000. 49
; ——————— - 993,04
._ ~ e —— 986, 60
e (___T_: — 978,87
G i — §70.92
2
bt q — 964.19
g

- — 956, 31
= |
o lll
8"

|

é*

& x

o 5\ Hz
ol N 165,72
- == ﬁ_—,_.;_-,u'o?
tg = = — —— 158,92
- [/" S-757.70
- |

g-

i}

5

6 y-Z K S (E)-1-F H_= L AT A L (GIU-PEC) (2)

108

0dd-n19



I

9°€ 29°S¥9'E9O R L'E LK

82 $8°2 62 97

§L°2

o1

114 6

L .
e 1835. 74
e 1829, 44

(———E—- 1823, 07

|

il

L Hz
—— 1506. 32

e ————1501.96

(

—— 1492. 00

' /_,___—'._— 1487. 64

ik
— 1409. 45

; — 1400, 93

C. ———— 1395. 13

e 1386. 61

}

V-7 H IS (E) -1-FHNR=AY ZF A 2 (GIU-PEC)  (3)

109

J4d-n19



\I
-
8%

M
(
g
8

“\
/

f‘\ff_'_ .
2
i~

g
|

|
:

——mth
|

)
l
4
888

|

9°¢

SRS S

1

Hz
————2183.92
—2179. 48
————2175.76
————2171.25

r

8ZF 'V ZEFVEVOLVEET BV TP

X6 y-7vH I -S-(E)-1-7 =)L AT A (GIu-PEC) (4)

110

0dd-n19



EIis

AMIE 2 M 212 8 72 O FEARTHFR G T 7o AL E KK E R A 5Epe |
TSR TR BUR (B W IR G PE R FRE Il o F — R ) IR <
HOBERLET,

A OB R & BN & THE F LAl K KER SRR SRR =
Bz, BT EAEEIRIC L L L E T,

ARWFFED SR 72 V) | REROWHEE, HZUR 2 THE £ L2 MNATEIEAN

ARRPERERAE v 2 — BEWINTHIERT RipTR LR 2R < Rt
DEERLET,

Vo TN CRIEEE £ Liov =T o ket RERIBE, SARMAL.
1A BHEARIC PR G O E 2 R L £

AWFFEEAT O DIV . EBROMI S 2 THE £ LIoLmi KB AEmE

AT AE NHERER . T MNAATBOE N BRI PEZE i > 7 — JRAEMIN LA SERT
REB A ML IRFERF R BB ISR I OB E R L E T,

L.
37
Fl

R ARTIE IHy, THEE ZWH I EBY £ LI TOERIZD
v

111



