JEAE TR R E A B (B DL R HEENT 7R )
[ RERNILZ/ NN =Y (SN oY Nl o Y 7
(20KA1008)
A A FE s
BEAFIRINM DA 5057 O Fi
~BEAFRI A ) IH T 7 F 2 v CEEROSHTEO KR~
WEgE A EARER  ESZEES SN BRI =Rk

WMREE BEFRINY T4V IHT7 7 Fava ] (0GA)D R R EC B 72 Fep s i %
B5HIT, LD AFTER 1TRENIZHOWT, 'THgQNMR K ONHPLC (2 X Y 5208 B O\
RYDEEEIT->T2. 'HGQNMRIZ XV, ABLIZFIZE/, VRO NU AT 7Y a U HB(mGA,
dGA, tGA) X VLS Glu BNEENDI LD THDLZ Enbhrotz., [FVIHT 7 Fanm s
f2 1%, BEfEAIIGES B Y A hORER - Bk - REIC TRV F o) X7 FFH—8TlEE
IEL, BRAASBLTEONTIZLDTHST, W7 7FauaBo 1~9 BIROIEEWNHDL R
L. EENTWENR, SROEEBRICEIUE, [+« - « HT7Fan g 1-3 BEROEEYD
55, ] IBIETR&EEEZ LN, 'HgQNMR IZX D EEHAEL E L THW S HIGRED
mGA, dGA, tGA [Z DWW THIE Z R D72 FER, WITHORED 70%~80%fEETH Y, EaHIE
i & L THWAIZIEHaIcEm W MEZ RO b OlX R h o7, £72, "H gqNMR KUY HPLC 12 &
D IRINELEL oGA HOX Ry HBEER LT E 25, 3FEOLGFP30%TH-72. BlThH
RV RRERIEIC L W ER L8 2 A, mGA & LT 43.4% & HEH &4, HPLC X 'H qQNMR
TROIAEE 10%FRE R e o7, BN — )V FiBRIE T, e T 202 THA mGA & LT
KdonsZ s, 'HgNMR T HPLC TiEE—27 v 7 vt LTRBESNTERET
XRVESLAE SN TS EEZ LN, WTHIZLTYH, mGA, dGA & OMGA ORI REM
DEBAESLOHGIIR#ETH D EEZONDDOT, MOBKICEH TE 2R BRIEX, BIRT
LI NS — V- BREBIEDSMEERINE T e e B2 b b.

N VAR LENTWA. (Y IHTF 7 F oo BT,
AR E ST RS A AT BEFINIER S B Y A h OFLE - Bk « A

BT/ L7/ W2 [T F o | By FF—B TREESL,

SRS N ES VAV SN o e S RBASBLCELNEZLDTHST, TT77F
B I 2B RO 19 BIROREMN G5, LS

HARE -  ENLEES R SRR nNTnWab, —J, IV IHTrFam g &
B BRI B 2V I EEL B & L CiE, BEfERIY

VaIRFRE = [E N2 B R AR e (X7 F o) KON IXTF U5 b0,
BRI %9 B I EE TR Bk N T2

BEICINE STV D, [T F o ORI

A. BFZEER BWT, IRMIT, DAZOHE, Vo IaEhots

MM () 285 7 Fan )L, B
1E, 55 9 MR ST 28 8 Aoy BURS S AN
HOMEDO—2>THY, TONEKOMEFENE
V2 HERRT D 72 DI A BRSO 5% E N A
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LT, BRI AT AT UL E TR Y
T U a o BREOKEESHERE Ky & T
HHD0THD. vakE, 7 Kok, ILFEUTT
FARNVUEEGLIERDHD. ] EERINT



Wb, —J, X7 F U0y 1%, TRMIE,
NI F (W N U XA 3 (Beta vulgaris L. var.
rapa Dum.), t ~ U U (Helianthus annuus L.), 7
~ X% A % A (Citrus sinensis (L.) Osbeck), 7 L —
77 )V—"(Citrus X paradisi Macfad.), 71 A
(Citrus aurantiifolia (Christm.) Swingle), L &2
(Citrus limon (L.) Burm. £)X 1% U > = (Malus
pumila Mill)7» 5, KA U < IXEEMHE/KTAHE CHbH
LEbDOb/LNTbONTINET VA
U PRI L IZMRE TR LIZ b DN
BONIZATF MR BT 7Yy n v BEDL
PHEERY LT DH0E VD) ZEEHE CTHMR
LTz, I 7ynrmeElost+5
LOTHDH. | &EFR I TV H(galacturonic
acid =7 7 Fanv BT Z7 7Y a BT
HY, BUEIIHE OMHRE K TH D, ). T
b, [T FUINRI AT 7y a g, [
I F RN ) N T 7 a R D TR
EN, AV IHZ 7 Fan B ITEOTHO
FV I —0noERSNLWNYTH D & HE
ESND. LILRRs, () IHT7 7 Fan
VR ORI E L TE L TV DRG0
FREDS DIND IR o T2 128, KRR DR HAKIC
BT M aEEoZ L TERhoTe.

Z ZTCAMETIE, Eamduin e LCitm L
TWD (FVAHT 7 Fan B #AFL,
Z DRGIRABR DI 2 i T D THE T 5.

B. ®FZEGL
B-1) BB R URRZE

AV AHT 7 Faa  BIENTAFLEZR
SN 1 B R IR)(0GA) <C2218>% 5kt &
LTHWEz., F72, HlEE e LT, &AEIN
ML LTHmL WDy T 1 8BEPT)
<A108>K N7 F 53 fiR¥) 3 5 (PDI1, PD2,
PD3) <A38, A446, A558>% U 7=,

F iz, RFFEIZE W TLL T O 2 3 5R I
H\\i=. DH)-4 7 7> v K (Wako,
326-50341, Lot: AWP0789) <09-38a>, D-47 7
¥ 1 fi#(ChromaDex, ASB-00007026-250, Lot:
00007026-474) <22100020>, D(+)-4F 7Y 1
fe — /K F1 #)(Supelco, 92478-25mg, Lot:
BCCDY9630) <22100019>, Y4 Z 7 >V 1 &
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(Sigma, D4288, Lot: SLBT8808) <22100017>,
U # 7 7 ¥ v » [E&Sigma, T7407, Lot:
SLBJ2704V) <22100018>, a-D-7" /L 22— A
(Aldrich, #5#%, 07-0680-2-25G-J, Lot: U1830) <05-
03b>, DSS-de IEMEWE(E L 7 A4 v Lk,
TraceSure, 040-31671, Lot: APL6177, fili i (& &7
32)92.4%) <23-39¢>, FH/K(D,O)(ISOTEC, NMR H,
151882-1KG, Lot: SZ1188) <08-99a>, U i "7k
F7T MU U A ZKMYSIGMA, JIS Fiifk, 28-
3790-5, Lot: A2344) <03-35a>, B /L /XY — )L
(Wako, 035-01192, Lot: CDG0771) <04-51b>, fififi
(Wako, 192-04696, Lot: TWP1706) <13-20b>, DU |E
ST b U o AHKFni(Wako, 194-01415, Lot:
ASF2531)<2T93>, =4 / —/1(99.5)(& L7 1 /v
LT, 052-03343, Lot: ESR3705) <22000009>.
KIZANT 7 BEMAKREEEY 2 —) v 7
olZ X EGEINTBMKE W, ks, <
Y HERE S A RT.

B-2) 'H qNMR (Z & 2 3RIEMEEHIE R OF e
AP OERDTDOEE

HZ 7 Ya rBmGA), YT 7Y a g
(dGA), MU HF T 7V u U EEIGA) K N )L o —
Z(Glu)DHIE A 'H gNMR (2 X v sk, dE@E
X INM-ECA600 (JEOL Hh)% Fv>, FUEHEEER
10 mg/mL (2725 X 512 D0 I[ZIEfE L, DSS-ds
% gNMR JEVEWE & U CERSMTHIE L.
7Ok 7 MELX, DSS-ds & FEHE0
ppm) & L, 4 7 /L34 FE 2D-NMR JIEIZ &
DimE LT,

I ELEL (0GA) I D& RS D& B % 82 'H
QNMRIZEVHIE L. T7bb, SIHlEL
72338 mGA, dGA, tGA X O Glu ([ZHkT 5~
TFNOALFT 7 ME & ORER, TARAEGRIN
(mGA, Glu)iZ L Y IR LT (0GA)H D& B oy
DY 7 F IV EIFE L, mGA, dGA, tGA K X Glu
DEEFEH L.

B-3) HPLC 2 & 2 iR O &3 D E
E

B-2) ® 'H qNMR IV 72 mGA, dGA K Y
tGA DRI 10 mg/mL)% /KT 2.5, 1.25, 0.25,
0.125 mg/mL \ZAR L, #axhi S MR &



Lz, 2B, TRENOEERORET 'H
qNMR TR 7= CTHIE L= b D% -,
IR (0GA) K 1 g ZFEEICEY LY, 100
mLIZKCER LML, 045um AT T 7 ¢
NH—ZW LT DOEBRIRE Uiz, Mo EfR
BIZR O ERSDEREITT-. £, FTF—
X &M, EAEDp)ZRE L.

HPLC 514 : #&#& , HPLCprominence 3/ U — X
(LC-20AT/SPD-20A/SIL-20AC/CBM-20A/CTO-
20AC) (S HERERTHY); 717 2, Shodex NH2-P50
4E (4.6 x 250 mm, 5 um); 7 7 AIEE, 40°C; B #E)
FH, 0.3 mol/L NaH,POq; Jiiti, 0.8 mL/min; 5 HiJ
£, UV 210 nm; 7E A&, 10 uL.

_ (Amga + Aaca X 2+ Aga X 3)
(Amca + Aaca + Atga)

Dp

72721, Dp: HAE, A:E— 7 HHA.

B-4) ANV — )V BiBBEIC LD EE

N (0GA) T DAY I H T 7 Yo g
DE‘EENT 7Y a VEEREE LTGRO, 7
bbb, B9REMFIIMAEENED [~
F oY) | DR RS O E BB, L
SN — URRBRIEIZ K W ER L=, LATFIZ, ~7
F OB EZSINT 5. RiheA4 U 7
T Fanv BEEL L L, TR O RS
LE= L.

TEEE AW 1g2BHEICED, KITED
L CIEREIZ100mL &9 5. ZO#R 1 mL % 1Ef#E

WC®Y, KEMATIEMIZ 100 mL & L, 30k
RET 5. REBEICUATEES Y DA - Bilg

PIK SmL Z IEfEIC &> TOkm L, #UEHE 1 mL
IEREICINZ, SBRE I E % LK T 104
MMEA L =%, BEHIKET5oMmAT 5.
DRI H NN =)L« =X —)LER 0.2 mL
Z A TR T 15 S3UNEA L, JKET 5%
MmHEAI L TRIEET S, BIICEERTZ 7 VR
VgAY & LC, 0.01 mg/mL, 0.05 mg/mL,
0.1 mg/mL &% Y 0.2 mg/mL & 725 X 9 KIZEED
L, MO L FIRRICEIE L, U8R &9 5.
iR & BAEHERR D 530 nm (21T DGR % H
ET 5. EEROWNEN OIREREZERRT 5.
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BEHRDH T 7y a BB R RN 6K
b, HICHIREYHE AT D ]

C. BREUEBZE

C-1) 'H qNMR #IE&

mGA, dGA, tGA, Glu D#i&E=E "THNMR A
N7 RV% Fig. 1,21R LIz, BT ) — A3
DL 7Ny REEELTWHRW LD o KDY
BRMRNTFETD. o« KB EMADT 1 K
YUTFTNANBIE I NS EME IR AT bk
72%. 'THQNMR IZEBWTHK ¥ 7L ORI E#
IZIEREICEET AT OICHETH DL Z &b,
2D NMR (COSY)HIZEIZ &V AIREZ2[R v It L
7= (Fig. 2).

mGA O7'v kv 7, Fig 2allmrd &
BY, al~as5hi, BI~B5MOWVTRHITIT
MSL LTV, B4 & BSALD v T VDt
ICRM N E 2R > TV, Rl &< X O
Sy AR, g LT %A Table lall/R L
7GR n=1, HE n3). o KO B EMEIRICHE
THUTFUNLEMN LT o KB BpiRkZ
NENOEEMITIZERLC THoT=Z LD,
1 (L 5ALDT 7 K0 B L E %
L, MEMEEOEEEZGRE LT 78.05%% mGA
WIEE L Uiz, BRBRICH W3R — kT & &
NTWAEORHDHZ L, BRRINMAEED
PRI D-AZ 7 Ya w8, E8EH) O
BB — K TERINTNDE I L EBE
L, —/KFW) CHEIE L7=5A1% 85.29% & 72 -
7. Lo T, R¥ED mGA OFEX, MK
YR T 78.05%TdH 0, FIEMENZ &b
ST (212 L, ZIKF#RE T 92.54%, BEKFn
WMIHLEL T 99.78% L 725 Z LD, mGA (F3E
WZIE =K & LTl LTV D rTEEEN &
%.)

dGA, tGAZ, 2D NMR (COSY)A 27 kLZ
k5L, Fig. 1 IORLEE#EED L DI 2 8RE
PRI a fEB LTS Z &2Vbhro7-. Table 1b,
lc IWEEE LV 7T AL 80T _ToiEH
BERAFR LD, ZOHRNSMSI LSS
FNEENL, dGA X al, «3, a4, B2, B
4%, tGAlTal, B4, BSEHEEV T LEL
TEEZHEHL, o KUBBEEKROE RO



BRELUTHEL LizE 25, dGA 1T 69.84%,
tGA 1% 73.50% Cdh -~ 7-.

Glu bRIFICL THMELR B LZE Z 5,
99.50% T & - 7-(Table 1d).

I, mGA, dGA, tGA, Glu D 7 F /VIg & 1%
WA ICIT, oGA B ORIy OEEE 'H
QNMR ICE W HEH L=, £, oGA R ICH1%
SNDTTFNEIRET D20EN B DD, Fig. 2
MHEDND X DIZ, 3.4~4.0 ppm D 7
JNIEE L TBYIRBIIARATETH-TZ. 2D
7=, 1 fio7a o FFLORIEETH 2
Ll Lz Horvyu o BEIIFNEENET
boHT, PR, BOKBIZ KD pH E
kL, oy 7 Lrolbs:y 7 R,
LTLEIRALRDD. ZD72D Glu LTV mGA
DY T FNZONTIEENF N EEERINT
HZEI Ko THRENE TV 7L & iR
5 Z Lk o Tt JE L= (Fig. 3). dGA K O tGA
DY T FIATHOWTIE, FILFEILD AR FL
L DI L0 HERHI L7z,

Z D5, Fig.3a ® oGA A7 LTI, Glu
1 \1(5.22, 4.64 ppm), mGA 1 {i7(5.28, 4.56 ppm),
dGA+tGA 1{7(5.31, 4.61 ppm), dGA 1'N\7(5.08
ppm), tGA 1' Xi% 1"(7(5.10 X1 5.05 ppm) & It
B L7z, 728, oGA O 7 F/VIZi 4.8 ppm fF
WHCE RS 7 FANBER SN2 L b,
WARFRE TR ) DBO KD 2 G L HEE
STz, Fig.3d DK 7 FNOUIEEIZIE 3 KD
CITFRRZTNDE0, mGA ZIRINT 5 Z &
IZE>TpHMWE L L7 Z 128V dGA, tGA
D5, DT T TN T B LTRSS
LD LEEZ B

Fig. 4 DOOAX T~ —27 LIz 7TV EE
BICHWE. ZREN0 Y 7 FIVRESE B
Ny 8 Eh(0GA)F D4y D & & & RO T2 F5 H
(AR n=1, HE n=1), mGA 5.26%, dGA 8.58%,
tGA17.3% C 3D EF N 31.1% Th o7, —J
T, Glu 28 103%E 07/ OEEGEND Z &N
bmotl=. [ VI HT 7 Fanm e X, B
WINILE S H Y A R - fyE - RE
Ry F) Xy TFF—BTRHEEDEL, R
NAHBLTELNTELDOTHHST, W77 F =
7D 1~9 BROIREW NG5, ] L3N
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TED, GuBNEEND EFFEEH ST 70,
B - 8 - KEO Z0RHE T T2y F )
BRI D27 F o ZF63. 5 9 WU SR
I NEED [0 F o) OB L,
[AREE, DAZOM, Vo IaEnsiohl,
HHINZATFNVNZRAT A ENT=ZRY) BT 7
Y UPREDKBESHER AR T HH D
Thbd. vali, 7 RUE AEXTTFA b
VoaGhl bbb EERSNTND. L
7205 TC, valfl, 7 Kok 3LBEETF A
FNU v EREAE [Ny F o) e LTaR
WL ThuE, AV T 7 Fan i)
fh<C2218>1C Glu NEFEN TV D L DOFBINT
x5.

FIT, I FVITHT 7 TFam @ BEOR
BCchdeansd =75 #lih<A108>, [~
7 F v wHEEFE LTRESND TS (X F
oY) | B <A38>0D THGNMR A7 kL%
Le#Z L7 (Fig. 5). = OfEER, b 338G 5
X Glu kD> 7 Fapmitiani-. [R7F
) BEL<A108> K Y [0 F 05ty | LN,
<A3>D AT MBI Glu lZHKTH V7
FALSCH T 7> a riEkdh bW ITEASEIC
HET DV 7T ANBEINRNoT2Z &)
5, MEILGlu THREMRIN LI/ THD &
Ezbhi-.

C-2) HPLC (2 X 2N BLE O &R 53 D E
B

C-2-1) HPLC &4

Fig. 6a~d (%, HENIRAT D3 OO LB
> b @ Shodex NH2-P50 4E (4.6 x 250 mm, 5 pm)
BT LEHANCTHELZHPLC Y o~ v 7 F A
T 5. [A—5MTF(a),b), d)ILHEE 0.8 mL/min,
¢) DAL 1 mL/min) TRIE L7 H D TH D03,
BT Lh0Ou vy MZEY mGA, dGA, tGA DLREEF
BEC ENBIER SN, o w3 v b
IXEEATL S O BRI A2 0, d) 13O
T L THD A D —FRFHEHAPEN-T. 5
BIHWZT 2 0T DB R RN, a)lk
W b)D I T LN DH L TE D REFRERH A
B ol tEZEZoND. LEn-T, RKIZ
HPLC TRy ORfErd L E &4 Hitkib 3%



ETHE, BT LOMHFT ORI L D ERERRE
WO & M & OB EET S &, fi
%sz, IMGA OB —7 7 5 min IZHHE ID KL
ICE AT 5. | FEOSHT RO EN
M%T%é&%bhé.
LB DTSR T, B s T Lz Hvi
Fig. 6d CIIIREFIEMRE] 40 /312 4 BAL L& B —
7 INBER ST, 3 EERD GA ETLMNE-
Ty LBEINR)oT-. £, 4 BELLED
WD ANTFIIRETH D720, T4 EIKT
HDHIME D DOMEERILTE o7z, bz
EMNS, BEFII (A I 0T 7 Fan k)
DR - 8L« A T 7 FF av R
D 1~9 BEROREW NG5 L ETWD
7%, HPLC OFERM G, SFEIAT L7z oGA Bk
IAZ 7 a o3 ERE TCTRESILTH
5b0 LW s,
ﬁ’HHﬁVié*E BN OESGEZHEL
R ATA U EDO XD ITRET D
hiof%k?éﬁ,m~X74/®%DLﬁ
DEYIVETT, =70 ERYNLKD
DaEE—7 L LiEX, oGABHOESE(Dp)
%233 kiﬁof:
'HgNMR IZ & 2 7047 H(C-1)) T, 0GA
¢th#m%&E EF Ry %éhf
W5, Z® Glu 2 mGA, dGA, tGA ® B*— 7 [Hifd
DOREIZELI2NNE ) D EERT D728
[ — *#TT%EﬁMLtGm%wELt.%
DOFER, Fig. TIRT X 21T, Gluldn iz v @i
FEChRWEREENT, £, ORI
AoVl varyayy EERDH 330 ThH
oﬁ;k#%&h@ﬁfiHH@iiéMﬂ
dGA, tGA DIHTITHEL RN &R S
7.

C-2-2) REMR

C-1)'HgNMR HI7EIZ V72 mGA, dGA, tGA
D DO IR & K THIR L ek &
BRAVER RS e & L, HPLC |2ff L7=(Fig. 8).
728, Briud AT 2 Shodex NH2-P50 4E (4.6 x
250 mm, 5 pum) <LCc404>% BRI H L=,
'H QNMR (2 X Y 3RIEDOMPEEN 80%LL FTH
HZENBEICH BN TH -T2, HPLC 7 v~
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7T A ETYH, RO —7 B ST
mGA |L 5.7 78— 7 B S =R, otk

SIS B — 7 Bt &7z, dGA 1E 8.2
“r8~7ﬁ@mémkﬁ 6 iz —2
NBIE SN, (GA X 147 5 IciEh, 7 a

~ N7 T A ERIZHREARMB O E— 7 BB S
N7ginol=. WFhiZL<Th, ZhbERAL
3 FIRGEER & T 5 MBSy o e — 7
EERYEBENEILT D0, TREREIC
DN THE R EARERC AR ER AL L, 21
52 HE LEAR n=1, H& n=3), 'H gNMR T
ROIMECTHELZREEELE— 27 mEND
Hooeh iR R 2 YERK L 7= (Fig. 9). mGA NEA L
dGAtGA 725 L) %E%zﬁ,sﬁ 25T
W, [ CHEERE COWNEITIZIERCIZRD
EYHEINSG. ZOTHEEY, :2@% RE (a7
DOEERE L WHE(E— 7 ) O & 1X12E
LU &Moot HENSEVEpST-HBE LT
1L, 'HgNMR (2 L Y R 7= dGA KO tGA Diili
FENEREICHETE TOWARWAREMELNDH T 5
5. mGA #7721, dGA, tGA TIIEZICH
W 7 L0 B S MEEICIE S
DENBEIN, ZHUIRMHNERY )L
IZEHR> TWNWDHTED EHESND.

C-2-3) EE

Fig. 9 ® mGA, dGA, tGA ORERZ AV, ¥
I ELEL oGA H D&y D F B A R 7= (3
n=3, MIEF n=1)(Table 2a). = DFEH, mGA
5.25%, dGA 8.81%, tGA 17.8% CAH T 5 &
31.8%& 72 o 7-(Table 2b). Z D#EFIZ D 'H
gNMR |2 X B E&EMSR & L < —F L7 (Fig. 4).

C-2-4) EEAEMTIREI)IZ OV T

A8l e iR SRR O AERUT T 8 S AR &
(FTHGERE)IE, mGA 23K 8,000 F1/5g, dGA 73
%7 45,000 F9/25mg, tGA 7% %I 40,000 FH/25mg T
HY, mGA LSMIFEFICEMTHD. £/, C-
1) 'H gQNMR #I7E C/R L7z KX 9 icEhE ot
FEIE 70%~80%F2E Td - 7=. mGA DD
WTIE 'HgNMR IZ XD v 7 vicid s o X
D/NSVMEZ /R LT DEHEERE W E & 2
H5NBM, dGA KL TMGA [ZHOWTIEY 7V



WCREREFIbHDENBEINTZZ NG H
gNMR |2 X A HMEEICIFEERM %R D, T72b 5,
mGA, dGA, tGA OffixtfrE#E A\ CTxhZ
NOEEEZRD, ZNHEAHE L TH dGA K&
ONMGA ORME DZFEMEME L E, Bl
0GA T ORISR LN TND LTS
W, B2 0E, dGA K UONMGA Offasktig Bt o
X %2 mGA DIHZ 60 T EfH 55 &, Fig
9 DT EHBAEADHE DO /VIIRLIZL DI,
FROME LV b REL D, HIZ, ZOET
ERELIZGA, TN o8 Bl dGA 7 8.40%,
tGA 73 15.29%, 7t 28.94% & 7% % (Table 2b2)).
F IS LT mGA DOkt B 721 &2 v
T, mGA L LTOEEEZRDELS, dGA 2N
8.01%, tGA 7° 14.35%, £ 51 27.60% & 72 % (Table
2b®).

F£ 72, mGA OHEIZHONTHRENES. —
KF & LT 100%(MAM L LT 91.51%) & &
o> THEX IR &R A ERLT 555 &, 'THQNMR T
FEEZ RO 741, AR & LT 78.05%& LT
EETHHATIE, TEENARESEDP-TL
F 9. HIZ, Table2b@IZ /R L=k 912, HAY
91.51% L KEL, 3 i/r% mGA i L= ER
fEIX, mGA 28 6.15%, dGA 2% 9.39%, tGA 78
16.82%, Aaf 32.37%& 720, 'H gNMR CTHE
B A ORI 2 3RO THEIE L TR 7= Table
20DICITVME & e o7z, LML S, ZOfk
BRI A R BRNERY Go 2T ICiBE 2
Wb, HIEE ORTBEDMIFER S FU720.

HiZ, A—H—ROREOMEE, WikOFEE
WEWRDH D DHERT HMERDH D, Z DD,
mGA DK & LT Wako #EHL DM, ChromaDex
#84 & Supelco HHUZ ST, "THQNMR 2LV
WEEZ RO, (RETOREEZ X v LT 5
e, HLThoBET LI L.

5 9 IR S IR A TE 55 D B e i A Rl L
oA, RTF UM 120%LLF(105°C, 2 B
), ~27 F 4R T0%LL T (105°C, 3 F#E)
EINTWeTzd, ZThEZEIZ mGA % 105C,
MR L= & 2 A, HBRICET 7 (Fig. 10).
ZD=®, FiF 72 mGA 22T '"HgNMR %
ELZEZAH, mGADY T FIN/NEL R,
BNZ S T F IR Z TWA Z ERERI N

-
—
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(Fig. 11¢c). I, #7795 mGA DT 7 )V &
DEEZAENLIZEZA, a KOS BMEERDE
TR 10%REIIKETLTEY, 202 &b
105°C, 3 WFfEIRLME, mGA 2090425 2 &0
17> 7 (Table 3c).

T, Wil LIRS OWREE) TOME
(Table 3a) &, BT U W FNT oo —4—WH,
24 W [HRE BT OHIE (Table 3b)% 'H gNMR 12 &
VRDTZ. mGA O 3 FEORIEDOMELIZKE 7
EWIRONT, Ty —X—NTHHELTYH
FEMNMET LA o722 &b, BHE OREIR
RROFLORELELE LTHOTH K& A
EMAECRNEEZ BN,

UboZ &nt, HilEED mGA ZiEdh &
L TCHPLCIEIZ LD 1 A& TH HIRMIX S D
TOLRNVW—EOEERE I TE 5 L TEIN,
AV IHT I F anm SO REERIZIER
TEHEEZLND. 72771, dGA L DMGA D
[FEDTZ DI DREIINETHD.

C-3) AN — )L iR L D ER

%9 B IR AN TEZED T F 53 o
EBIEEBEIC, I — L RBRIEIC X A
TFrvn U BOEREE R L.

£, mGA, dGA, tGA, Glu DRI Z VERK
L7z, 3T72bb, TNENOTIRGRIE 21255
LTHW, #fE72a L, '"HqQNMR (2 K DI IE
72 LC, mGA (k¥ L L 7C) 0.01~0.2 mg/mL
D 7 BEm=3), dGA KT tGA 2% 0.01~0.05
mg/mL @ 5 B (n=1), Glu 2% 0.02~0.4 mg/mL
D 5 BEREM=3) DR AT L, RISEIEZITV
HEAERG & L, I3 530 nm TG 201 L 7=,
SR \ZABK 22 VS, BB HtK & O CREE LS
SOt S W72 % blank & L7-. Fig. 12a X mGA
(EK¥ & LC) 0.01~0.2 mg/mL DG
TER LI EARR CTH DY, R RIEE OGN
3LLEE RS B9 RESIIIMAEED—
MEBRIED T17. 8888 AT EEINE R ) 12X D
& TR OPEENE, BRI EEE THIE %
1To5%A2IE, BIE THRIZRGED 0.2~0.7 D
HiPH, BRI EEE THRIE 21T 2 B a2,
04~14 OFH LD LONEY T, ] L&
nTEH, ThEEEL mGA BREROEEH



FHIZ 0.05 mg/mL LA R 72564 T 5 &l L7z,
Fig. 12b (%, mGA (f&/k# & L T)23~0.05 mg/mL,
dGA } Y tGA 73~0.06 mg/mL DMERRTH 5
25, ARFER CMEHE 0 RAFREREZ R~ LEZ. Lz
NoT, WEHRICA Y I~—RNRELTNTY,
mGA (e/k#) & L O E#R %2 H\ CE & 1E
FRHELTCHMERVNEEZ N, 2L,
B S — )L RERIEL, BENSERR LI 7 v
T — IV R O DFFEARE TV — L IS
LTREATHZEAFEHLE LTSI &b,
mGA, dGA KN tGA D K 9 R I ARF Lk
ERovn UBERRNICRET L0 T
72\, Fig. 12¢ 1213 Glu O &R 2R L7228,
BRROME 2 mGA ITH_T 6D 1 THHZ
EMNHONDHERBY, Glu DEEXT-V OEA
X mGA [T TN S WO ERFEAIC R0
HZEMHLMNTHD. LIN-T, ®GFIC
Glu ZOFENE ENHLEIE, TOEITET
T mGA ODEEMENRKEAELOND EE X
b,

WA, TINELEL oGA DFEHK (0.1 mg/mL)
ZROSRIEL, BRIKOWECE % JIE L. Fig
12b ® mGA (k¥ & L OO EHR0~0.05
mg/mL)% Y, mGA JRE % RO 7-. Z DRGSR,
TN ELEL 0GA D mGA HEFE 1T 43.4% & FHH
S 7= (Table4). Z DOf5HRIL, HPLC IZ X 5 E &
& 32.37% (Table 2b@) & tb~2% L nip ) K& <,
TN ELEL 0GA D Glu R°F DA DRl A3
FHELTWDHEEZLND.

Table 4b (21X, RN H A (0GA)REHK(0.1
mg/mL)+{Z Glu % 0.04, 0.10, 0.20 mg/mL #sA0
L7 X, AR — L RBRETELND
mGA & L TCOERMENED X BT D0
FHAREZHLOTHD., Glu IRINEEEH LG &E
70y hT5E, Glu IRINEICHHI L CE &
DEIML TV D Z ERb05. TSI oGA
® 'H gNMR (2L Y, BEHIZ Glu 2358 10%1F
HETHLEHEBENTWS., ZOZLaEETD
& WIN L (0GA)REHZ (0.1 mg/mL)HIZ1T,
Glu73 0.0l mgmLAHY EEN D Z L1272 5. Fig.
12¢ @ Glu DIRERRED D, WL 0.078 LIt
SNTHEY, ZHFHEHO mGA & EICHE
THER 2%Z AL TNDZ EITRD
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g, Te e e T Fam U 1-3 BIED
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JE 2RO TFER, WTHORIED 70%~80%F2
EThy, EEAESE L THWDIZIZ I
EWHMEEZFH b0 oz, £, H
gNMR (2 & D #InELEh oGA D&y % [H.
BEEREL7-EZ A, mGA 5.26%, dGA 8.58%,
tGA 17.3%C 3 O LGN 31.1% Th-o7-. &
12, "THgNMR |2 & 0 i 2 5 U 7 e %
EREAES & U THs R ERIEIC LD, KR
DEEZRDT=. ZDOFER, 3FROAF) 31.84%
THY 'HgNMR IZ L DEHEEREDOMR L —5
L7z. 7272 L, dGA K TMtGA DRI D 'H gNMR
TV TR EREOIXLSERH Y,
IEREICHIE Z BT TV E 0 E 9 0 AH
ThD.

—J7, N — LR EETE TSI L oGA
FOEEZ mGA & L TRDIZEZ A, 434%E
B &, HPLC Xt 'H QNMR TR 7= &
10%FEE 2 > 7. B A — L iilE1E T,
FOGT DR 4ATHA mGA & LTRkbbnsd Z
&5, HPLC X% 'HgNMR Tl —7 X%y
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Fig.

2 '"H-QNMR A~ k)L (in D,0)
a) mGA (Wako) 10 mg/mL, b) dGA 10 mg/mL, c¢) tGA 10 mg/mL, d) Glu 13 mg/mL, e¢) o0GA

40 mg/mL
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Fig. 3 ISR oGAIZTREKGIu X IEmGA Z #1 L 72"H QNMR A X% | JL(in D,0)
a) 0GA, b) 0GA+Glu, ¢) Glu, d) o0GA+mGA, ¢) mGA
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e -81
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dGABIGA- & 1 5.31 158.90 DSS 224.36 SE(wik) Bt (mtd+)
mGA- 1 5.28 711400 Glu 180.16 (o] mGA 5.26
Glu-a1 5.22 149.38 % mGA 194.14 O dGA 858  31.15
tGA-1"or1” 5.10 19640 A dGA 370.26 A 1GA 17.31
dGA-1’ 508 14931 0 1GA 546.39 x Glu 10.28
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dGABIGA-B8 1 451 228.25 DSS 12992 924
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Fig. 4 TN ELT0GAD'H gNMR A2 |k JL(in D,0) & %Al 45 O 1E Al
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ooy oy BT NS Asahipak NH2P-50 4E(4.6x25), 40°C
““"“‘}5»2222%8831?82:23Eﬁﬁﬁ%l%ﬂm /\ ggm 0.3mol/L NaH2PO4
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350001 m d /\t EAE 10uL
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10000
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00| C) | — LCc404 (i3 1mL/min)
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200 d) LCc404

o

0 5 10 15 20 min

Fig. 6 7250y hOB T LEH WL EXOHPLCY v~ N 7T A
a) <LCall0>, b) <LCal53>, c) <LCc404> (3¢iii# 1 mL/min), d) <LCc404>.
777 2, Shodex NH2-P50 4E (4.6 x 250 mm, 5 um); 7 7 AR, 40°C; B#EhHH, 0.3
mol/L NaH,POq; ¥, 0.8 mL/min; # &, UV 210 nm; EAR, 10 pL. 7272 L,
<SITHE S 7 DEBRE .

uw
10000 - 2121012 40kd BIEBAZION 315/ LCc404_Asahipak NH2P-50 4E(4.6x25), 40°C

T —43210412-36 kcd it BAZI0nm  FEEME  0.3mol/L NaH2PO4
TS A ST S 0amLimi
" OEAR 10uL

500 #E  UV210nm
oGA+Glu 50mg/mL

m_
2500+
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25 3.0 35 40 45 5.0 -

Fig. 7 NI L 0GA K ONRZEGIuOHPLC Y =~ 7T L
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AEHK DL - 3K, 91 mg/mL; 0GA, 10 mg/mL

J— FMEBmz 95054 107335 94503
! NMREEEES 780 984 7350

v = 361,745.9930 x PMRIEFF 5 608 5

700,000 R:= 09998 ¥ HFB— 19414 37026 54639

Og 600000 ey oNMRIZIR R E(mg/mL)— 74190 74963 69460

vz 035330 . . -

S sojoo Y 288035330 x MOARE CGARE CARE

> R =1.0000 {mg/mL) {mg/mL) (mg/mL)

5 400,000 o mGA m 0093 28973 0094 29685 0087 24114
® m 0185 62476 0187 60038 0174 49976
3 300,000 e dGA M 0927 335443 0937 307426 0868 254128

I 0 1GA m 1855 681779 1874 615144 1736 512998

200000 n2 0093 28889 0094 29386 0087 24010
10000 n2 0185 62500 0187 59708 0174 48099
g " 999 n2 0927 334233 0937 306353 0868 253693

o @ n2 1855 672896 1874 617687 1736 507535

0 05 1 15 5 n3 0093 29009 0094 29688 0087 24649

- n3 0185 62388 0187 59770 0174 48625

aNMR## IE = [ (mg/mL) n3 0927 332989 0937 306845 0868 252793

n3 1855 662118 1874 618327 1736 500674

WBIEO BE— 361746 328804 291901

DFEBRBEIEX—~ 344057 339367

DS — k04 00%
CRELVI-BESDEE— 308535
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ZIRAIMGA 105C-3h #z18#%mGA
Wako Wako Sigma Chromadex

AUIHS5OoF208 NOF VDB
Cc2218 A38

Fig. 10 #21RR1# ORIEMGA, FINPHELTI0GA <C2218> M L7 F L 43 iR M<A38>D IO ZE
it
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Fig. 11 3tEDiIEMGAD'H gNMR A7 | /L(in D,0)
a) mGA (Wako) #2f#72 L, b) mGA (Wako) ' U 7T v r — 2 i, ¢) mGA (Wako)
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a)  mGA(Anh): 0~02ma/mL p) mCA(Anh):0~-005mg/mL C) Gl 0~04mg/mL
4 dGAtGA : 0~0.06mg/mL
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00207 03494 0.0400 0133
00320 05572 0.0981 02868
00311 0526 0.1001 02927
00310 05105 01962 05394
00426 07291 IGARE Abs 01936 0542
00414 06883 mg/mL @5300 nm 02002 05278
00414 06828 000 00961 03872 09686
00533 08502 0.006 01243 04004 09907
00518 08562 0012 01964
00517 08488 0023 0.3691
01065 1635 0035 05446
01036 16938 0047 0731
01035 1.7008 0058 09008
02130 31221
02071 32701
02069 33373
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a) mGAELT Fl I (wts)

reak [ppm] nt n2 n3 AVR STDEV Cvs
mGA- a1 532 36.91 36.88 3690

mGA-& 2 381 36.88 3654 3651

mGA- & 3 393 3660 3655 3640| 3656 031 083
mGA-& 4 433 36.78 36.76 3652

mGA- &5 472 3615 36.01 36.04

mGA-8 1 461 41 87 4202 41 87

mGA-8 2 350 4208 1A 4178

mGA-8 3 372 4156 4145 457 4149 052 1.24
mGA- 8 4 426 4084 4110 4052

mGA-85 439 4067 4118 4176

&5ta+8(%) 7805
—kF0ELT(%) 8529

b) dGASLT FERE(wih)
peak [ppm] n n2 n3 AVR STDEV =~ CV%
dGA-a1 533 2817 2835 2835
dGA-23 401 3001 3063 3055 2974 128 429
dGA-c 4 444 2810 3152 3102
dGA- 82 349 4394 4308 4337 , . - o1
dGA-G 4 438 3678 3682 3665
dGA-1° 5.07 6853 7213 6501
dGA-2’ 37 7382 7457 7400
dGA-3’ 393 7381 7418 7412
dGA-5’ 5.04 7559 7823 6725
dGA-25, 81 464 7289 7381 7086
dGA-22, 83 380 7098 7314 7132
asta+B8(%) 6984

C) warLT HLE ()
peak [ppm] n n2 n3 AVR | STDEV  CV%
tGA- a1 536 | 3208 3197  3126] 3177 ] 045 140
tGA-a5 476 2713 2806 2837
tGA- 8 1 467 4300 4242 4064
tGA- B2 351 4442 4326 4447
tGA-84, 85 443 4156 #4100  s173[ 4173 o017 040
tGA-1°,17,5,5" 509 7588 7577 7605
tGA-2", 2" 375 7475 7435 7713
tGA-3" 394 7704 7706 7638
tGA-4" 434 7814 7582 7936
tGA-a2, 83 381 7082 7049 7518

asta+8(%) 7350

GluslLT FERE(wih)

d) [ppm] nt n2 n3 AVR | STDEV = CV%
Glu-a 522 3857 3729 3736
Glu-a 2 352 3883 3743 3740/ 3780 | 067 177
Glu-a5, a6’ 383 3866 3733 3732
Glu-81 463 6043 6184 6183
Glu-82 323 6093 6225 6228 . o | . s
Glu-83, 85 346 6099 6231 6233
Glu-86° 3.9 6078 6215 6223
Glu-ad, 84 3.39 9958 9954 9952

S5ta+8(%) 9950
X OFRNE Y L, AetEEE L L.
X PR OHAHN T ERITNE S 7 F IV DNRIE L TV THE D FR E A T & 72 W ViEK.



Table 2 HPLCIZ L A TN HoGAF OmGA, dGA K DtGA D 7E B 5
HOFINFEE-TNThOBERER

WERPO = -
a) Ri(rin) wea mE L EH O FR sy 22
(mg/mL) FIE(g) (mL) n3F13
n 188754 0522  1.0069 100 52 525
57 mGA  n2 206035 0570  1.0800 100 53
n3 194714 0538  1.0184 100 53
nt 292646 0890  1.0069 100 88 851
82 dGA  n2 312539 0951  1.0800 100 88
n3 294616 0896  1.0184 100 838
nt 521820 1788  1.0069 100 178 1778
147 tGA n2 561575 1924 10800 100 178
n3 528339 1810 10184 100 178
&8t 3184
E5E n 233
n2 233
n3 233
b) oGABIG PO S E(%)
mGA dGA tGA &5t
D oNMRIBIESRY
ZhEND i 8 e 525 881 17.78 31 84
@ oNMRFEIEDY
mGAD EEDS, dGA, tGAD EZX % 525 840 1529 2894
STERE
@ NMRFBESRY
mGAD &G T {E-TEE 525 801 1435 2760
@ gNMRTEIEL
S 3 — D oo% & {RTEL . 615 939 1682 3237
mGAD & EiFIZIT TR

a) Ay DfasHR B 2 V2 & & O FEE(H QNMR CHE Al I3 7)
b) EEIZHW D MR EREZE 27 &L 2 DEEHOE/L

Table 3 3D FRIEMGA D HzHEA T4 O'H QNMRIZ X 2 i

a) msuL b)zs-currnFir—s—tm C) 105°C-3ngzi2
AVR STDEV CV% AVR STDEV CV% AVR STDEV CV%

37.75 1.24 3.28 36.71 0.74 2.03 443 0.32 7.27

Wako B 42.12 142 3.37 42.57 0.91 2.14 479 0.32 6.65
a+B 79.87 79.28 9.22

o 38.11 087 2.29 37.97 0.87 2.29 3.54 0.60 16.89

ChromaDex B 43.76 0.77 1.75 43.74 0.85 1.94 5.16 273 52.90
a+B 81.87 81.71 8.70

o 38.06 1.03 2.70 317.77 1.13 2.99 5.21 0.55 10.63

Supelco B 43.70 064 1.47 43.31 1.03 2.37 6.91 301 43.63
a+B 81.76 81.08 12.12

Table 4 IRMP LT 0GATF D E BT T 7 Y v Ui(mGA) & L Q)
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a) oA EB(0)

1058
D8047
T

T
T
6547
T
06547
T

Abs
@5300 nm

0 8c8
Denes
7241

GluThIE
(me/mL)
004

0.04

010

010

019

020

.
g/ ml)

T

00415
YT

Abs
@5300 nm
08115
05644

S 0107

1 o1as
{1770

1 2392

MGAS B

4368
4213
2404

BRDO mGA

BRmg/mi)
00296
00530
0624
00627
00732
00772

77

AVR/
STDEV/
CV%
4335
1.09

mGA&L,.Z-O)
=)
4985
5338
6278
63189
7364
7782

mGAIRE S B(%)

GluEND

v = 16052x + 44 433 :
75 R:=09782 O
) Q. ‘
)
35
0.0 | |

GluFRIDR~E(me/mL)






