JEA TR R BB (B 5 DL 2R HEEN /e )
BETETRINY O S B e D 7= 8D DM V52 B 2 28
(H29- £ fih-—1#%-007)

R 304FE EET IR o 4 i 3

WFFE o HHERE

qQNMR % I T BEAF AN O 3 BT FiEIZ B 2 0P8

~FEXRE VT 2 - BER RS 2 DT REIC B A R~

orfdrgeE KM &

HARFLAEMERR A RabAamr e

MREE AR TlE, BEFRINY O RS HAEERIE DB R R O E oM 2 B L T,
'H-gNMR & LC % #HAE DR 7o 3B /VEE (RMS) EOBERLEE T Y DU Y
VB IXOFEERBHAIT Y UV (T U P D a— ADII T a— A o -1,4
fEE CIEKI~4EFE S LIzt a®) OEE~OBAE S W THRF L. Ty rBLW
4—t FrXVEREMA T NV EEEMEME L GRIRL, ot oy Eiidd—
bt Nax o ZREBRATFINTDETV 7= UEFERORMS (1 222 :0.994~1.00,
4— b Ra XU Z2BEBHRAT IV 1.23~1.24) DOREELE TV oo Bt oy
BLROEERNEEANL TV ¥ VO G B A KE X G A L5 & 3 DAk &k & M
BRE L FRREICEHICERETED Z LV L.

A. BFZEEBY

H A TIR A SRR O 22 e SVE A e
T2 HIYT, B&MEsmyoreik, & & (hE)
7 EOR BRI EEH T 5
RSLOFREE, {87 & O HEES R HE
S, B9 RE LIS A EEICTERH I T
W5, ZOESI O AL, JRA
ELTEREZOHINENEDHNTEY,
[F53HTCIE LC ERER S5 Z L%,
ZDO XD i CIXREN LG & R —
DA OMEE DS IEE7RARVEME S ILBE T D08,
RIS 72 TNAIZ X - THREEE S H
SRR SE IR T I e D 2o
728, LCEOMXERETIE, REA—T
— OREREF N —BANCHIH ST 5. Lo
L, ZOMEITEAFMEIZ D IREES L2
O, TROLEEFHICIEREEIIEZT,
R L TEEBEOEFMENELR DN D HE
MESETE R, £72, KRHERD O
A, ERAESBIRTE STV RN E 21K
FEINTWEELTHLI X FOEN LG
MHIESNDAREELEZOND. 20X

N, BN RR CBE AR & x5 & L
ey, WEOWEDORGEDOBLE NG, Z 0D
£ 9 B Z TR T E, Moo ot
B JE LT EHEME O & WS RBR VL O fESL
MWEBEEZLBND.

AR, ERSHALR (S ~O hL—HEY
S — DR SN EREE L TCER
NMR (quantitative NMR ; gQNMR) 723 H %= %
HTND 2. gNMR ® H 5, "H-NMR % | H
L 72 qNMR ("H-qQNMR)(%, & EMED (R S
RESRMERH WD ET, 2 >R O
T OVIERERE L (AL A D F VI
xS BB FOKFEH (THEIT D R A F
HALI-CEBETHD. NMRIIF R & 55
WCHIEZIT> TWNDTI=8, Zhh 2 2DibE
WEIF— DAL FREE T D BT /2. e
T, FrEFHINCIEM 2R 2T 5 S 258G
BEWEWEDO L 57 SI~D FL—HPEY —
DR SN2 NEEERE & L THW
HZ IRy, NEEWE L RERRO YT
TV L, KEER, MR ORR)
B, Bk 22 HIE R SAL A D E BROMIE & R
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WL ENARETHD. 2O XK H RERMED
PRI ML —H U T R L 'H-
gNMR (%, AQARI (Accurte QuAntitative NMR
with Internal reference material) & & FEIEH,
PR R AR AR L0 B AR SR R a3k &
DORFPESHT 59, A FRSCREAF UMY 0 2
B DE SR PEIASFIH STV DL E T,
BT, FHEFHAI N L—H B U T ¢ R
L7z 'H-qNMR & LA, % &k, rBErERE
NEmWra~ 777 40 —fAGbdil
EXNEYE LR —OEEMEMmE LB L L
72U E VI E (Relative Molar Sensitivity,
RMS) Z Wiz otik (RMS k) BRBERS
I, BRSNS E DT ~FIH S 1
T I/ \ %) 10—14).

% 2 CARMIIE TR, BRI D oy ik
mpiEom Ea Bfe LR —BR L LT,
SEEIIEERLE ST Y D) Y
> (K1) BROMEERNLT Y Y O E B
SIATIZET 5 RMS EO M OV TRET
L.

B. BRI
B-1) i3, - RR%E

FEBALER ) oL GREF 10 A172,
BUEE 2 0 C2010) 1EESZEEER S A AL RS
AT BMEIwE L 0 ks v,
VoL, =T Ry FRRR SR
(Cat.No.71162-25G) Z W \/z. 4—t K %
VEBERATF ML, RS
(Cat.No.H0216) % V> 7=. 22-dimethyl-2-
silapentane-5-sulfonate-ds sodium salt (DSS-ds)
T8 L7 A v SR (BR) 1R HEME (Cat.
No0.044-31671, Lot.No.ECL6585, #liJE 92.3%,
PEAEARHEN S £ 0.8%) Z AW, U ATV
ANHRF TR (DMSO-ds) (FBEHRILZ (BF)
fA AW, 2 OMOEEITEEKE 7 n~
N7T 7 ¢ — R E IR A .

728, RIRITLLTFO X > IR L.

"H-gNMR FEAEPANR : DSS-ds 2 UEY)E. 8 mg
EHREBIZED, DMSO-ds 40 g % i1z 'H-
qQNMR HEAERRHE & L7z, 'H-gQNMR A= HEAH
D DSS-ds #2E (0.1999 mg/g) 1%, DSS-ds D

MEEAE (92.3%) BLOMERME LV FEH L.

B-2) #i{E

kg R e s E (NMR) : ECAS00 (Fm
ko B JE W% 500 MHz) (HAEF (BK)
p:y)

53HT P HPLC : LC-10AD & A7 A (AR 7
LC-10AD, &)/ Y= b= b : FCV-
10AL, 7 7 LEIRAE : CTO-10AS, 4644 A44,
4y ek B SPD-10AV, i S E - DGU-12A,
I — X ALERAEE - LabSolutions) ((Bf) &gl
TERTEY) .

S3HTH HPLC @ (Bk) R Y —#ILC v AT
L (R 7 :CCPS, VAT Lharhbu—7
— : SC-8020, Mi5AEME - SD-8022) TRk AT
oy e ttias (SPD-10A, (BF) &HefdfERTHY)
BELON T LERME (CTO-6A, (B Htil
TEpTiY) Z8 Li=b 0.

7K BM-20 (Bf) =— 7> K-
T A H)

¥ I I 7 mKFE: AUW220D ((FF) Byt
TERTRY)

B-3) #B%HE/VREE (RMS) ZF)H L 7= HPLC
LD FTIV O UBIOREEALTY Vv
BoER
B-3-1) BEEfL SV VU VDS E

k1 (A172) 4 gl oW T4y HPLC £&
I X 55 ZITV, Fr.A 25 FrH 215
. BONIEZD 9 B, FrD 725 FrH 2
DWT, 43HL HPLC & 2 12 K D K8 aAT
W, Fr.F, Fr.G B X FrH XY «-Glycosyl
naringin (Naringenin 7-O-[a.-D-glucopyranosyl-
(1-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyranoside] (Naringin-G, 8.4mg), Fr.F
&£ Y Naringenin 7-O-[a-D-glucopyranosyl-
(1—-4)-a-D-glucopyranosyl-(1—3)-{a-L-
rhamnopyranosyl-(1—2)}-B-D-glucopyranoside]

(Narringin-2G, 15mg), Fr.E £ ¥ Naringenin
7-O-[a-D-glucopyranosyl-(1—4)-o-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyrano side] (Naringin-3G, 9.0 mg) 35 X
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" Naringenin 7-O-[a-D-glucopyranosyl-(1—4)-
a-D-glucopyranosyl-(1—4)-o-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1—-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyranoside] (Naringin-4G, 7.6 mg) % %
MERVHEE L 72, F72, BEEE 2 (C-2010)
0.8 g lZ W TA U HPLC 5k 1 B OV 21
£ 5 o E E AT W,
(Naringin-G) % 13.4 mg Hff L 7=

a -Glycosylnaringin

- 43U HPLC 544 1

717 2 : Develosil ODS-UG-5 (10 x250 mm,
P78 5 pm BRI PR SR, 7 7 AR
JE :45°C, g 280 nm, 3K : 5.0 mL/min,
WRBIER : 20v0l% T & =k U L

- 43U HPLC §:44: 2

717 2 : Develosil ODS-UG-5 (4.6 x250 mm,

K728 Sum, BFhHbse (BF) 8, 77 AR
JE :45°C, fHE R 280 nm, & : 1.0 mL/min,
WRBIER  20v0l% T 2 =k U L

B-3-2) 'H.qQNMR 2 X %+ V Vv, FEERL
FU VYUV HEBIVN 4—b FeXvEZEHR
B2 2 F )L OREEHIE

Naringin-3G % 7.6 mg, Naringin-4G (X 9.0
mg, 7 U > ¥, Naringin-G, Naringin-2G /%
10mg, TV rBlN4—b Faxvi
BEBA T VT 15 mg ZHEEIC&Y, 'H-
qQNMR BEEHEVAR 1 g ICEAfiR LT, Z Ok %
AME 5 mm O NMR GREHEIC ANV L, #*
LR35 % AV 'TH-gNMR & 217 - 72
DSS-ds D> 7 VIEFEFRE 2 9.000 & L7 &
XOKALEMITH KT DRFERLD V7T v
mAEIRE, o1&, RE%EZ TRRoRXITRA
L, &RBtoEE (ME, %) ZHEMLEZ.

Lampi/ H Mg/ W

sample sample sample’ sample
Purity (%) =
wy (A)) Istd/ Hstd Mstd/ Cstd
X 100

72720, Lample= WIEXNSRORFEILD L 7 )
JVIEFEIREE, la=PNARYEME O > 7 ) VS
9@&'_: (Dss'd() . 9000) s Hsample:jﬁuﬁ:__’;d‘%@%

TEFEDIK T, Haorm AR IEME DR EE DK
FH (DSS-d6:CH3%3=9), Mampie=ill i X 52 D
1R, Ma=NEEEME O 518 (DSS-ds
224.36), Wampe=HlEXf RO E (mg),
Ca= "H-qNMR FEHEVAHR D DSS-de I

725, QNMR Db 7 MilE, DSS-ds D
Tu b7 aRRE §0ppm) L, §
% ppm L TE L=, £72, T — & OfiftT
X, 7=V BB O EBEORMNETE A
ILBECT & % Alice2 forgNMR “E'=7 U 7 ¢~
(RARET () Z2HWT-.

B-3-3) 4— & RrX U EREFRA FNVITHT
DTV VRBIOEEMTY VO UVED
RMS DOEH

4—t FaxF U BEBATF N, Ty
v, BERWMES U ¥ (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) (Z-2
W, 'H.QNMR IZ X W EHEn-E8 (M
FE) ICHA S ROPRERIPH (U 2013
~105 pmol/L, Naringin-G : 1.1~91 umol/L,
Naringin-2G : 0.9~76 pmol/L, Naringin-3G :
1.3~107 umol/L, Naringin-4G: 1.1~88 umol/L,
4— bt Foa %2 8%/ 0 5.8~93 umol/L) T
O~10 JRIREDOEIR (I - 20vol% 7 & k=
FU) BERERGEL, 2D DOWEIKE
LR @ HPLC SIS THtr L7z,

717 A : Develosil ODS-UG-5 (4.6 X250 mm,
BLF£8 5 um, FAMET (BR) R, U7 AR
FE ¢ 45°C, IR :280nm (U ¥ B
L OWEERNL U Y V), 254nm (4—b R e
X UEBEEBATIV), Wik 0.9 mL/min, &
Bt 0.1vol% FBE G A 20vol% 7 & =1V
Jb, FEAE 10Ul

JFR % 18 D A B D[R B O & (Bv
WARE) #HHL, 4— b FeXx v R RE
e A T NZKET 2D P B X O
Y oV HOEFEMROMEE DL (T
VYUV ETRIREERLE T Y U HHOM X
S4—t Fa X LZEFEHEATFLOMEE)
Ha—t Ruex I ZEEHRA T VKT LT
VoV U BRLOBELE T U HD
RMS #HH L7z,
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B-3-4) 7V U IxT HEEATY T
VD RMS DEH

B-3-3 DR L7 & 3B O [a] i B AR O
& (BVISERED BRI, TV YTk
TAOREFNIRF Y D RMS ZHEH L7~

B-3-5) RMS Z W= BERAE ;Y 8
mMEDFY ORI RN YUV
DEE

B 10mg 2K EICE Y, KEMZBE
W CIAfRE UIEREIZ 10mL & L7k, A7 T
V74— (L2045 um) TAHIBLZ D
DEBRBRIR E UTc, BRI, 44— F
0X VEREFEBRATNEBIRNS Y U
ST L7, 4— b R B 5 A
Fv (WL : 93.8%) TiX, AMh 15 mg &k
BICEY, 20vol% T & b=k U &Iz 100
mL & L72bDEEREFEOE Lz (REE
140 pg/mL) . FF K O1 mL Z EfEIZ & 0,

20vol% 7 h=FULEMZz 10mL & L7~
(JREE : 14pg/mL) %, ZOEHK 3mL %1k
flElZ &0 20vol% 7 h= KU /L& Z 5mL
ELTEbDOEEEEKROE Lz (0.0084
mg/mL, 55 umol/L) . 7 VU > > (HiEE : 81.1%)
TIE, Adh 15mg ZREEIZEY, 20vol% T &
F=FUAZEIZ 100 mL & L7= % A FEYE
FUE@ & L7 (F2FE : 122 ng/mL) . A=AEF K
@10mL Z EREZ &V, 20v0l% 7 & =k U
NEZ20mL & L7z (B : 61 pg/mL)

%, ZOFIK SmL Z1EREIZE Y 20vol% T
F=hFUNZMZ 10 mL & L7280 &R}
ER@ & L7z (0.0031 mg/mL, 53 pmol/L). =
NORBRBIRS L OEERKOE72130%
LUF @ HPLC Sz ToHtr L7z,

717 2 : Develosil ODS-UG-5 (4.6 X250 mm,

P88 5um, PRk (k) ®), 77 AR
JE 1 45°C, IR :280nm (7 U ¥ B
L OWEFRNL T U ), 254nmm (4— b Fn
X VR BEFEBATIV), WEH 0.9 mL/min, &
BIEE : 0.1vol% ¥ 20vol% 7 & h =k U /L,
EAR 10 uL

BoONTZRBRESIRTOT ) P B ID

BEEEAL T ) P DY — 7 [ A sample X
RGO A— b FaXx o 2 AFEBRA T
F2TFV VD — T HE Ara DD, IR
RKIZL W EREZRDT.

C A Mgumoie
Content (%) _ REF x Sample X Sampl
CT ARef MRef
1
X X100
RMS

72720, CridiBisik 1| mL 7= 0 Ok

D& (mg), CrerlFMEEEEOE7ZI1TO1 mL
HTVD4—k FuX U ZREBATINVET
FERTY P OE (ng), Msample (XHIE
RRDIy 8, Meer (TEEMEMS G—E R
0% UEEFBATF V15215, FU YU
580.54) D4yfH, RMS:4—t R %R
FRAFNVEZEFTY ik 5 HIE
KGDOMRTENRETH D .

B-3-6) BEXI S DRI RERRIEIC K DEER
WMEFY O VBBFOFY VBRI
-1 T (VAT IV S - &

ABRTA N FS OV HPLC §:41%, B-3-5 DA
WORT HIEIZWE -T2, 7288, BERAL T v
VO EREERKE, KRB oE &
(FEE) (2B S RO PR BEHIPH (- o
0.76 ~61 pg/mL, Naringin-G : 0.85~68 pg/mL,
Naringin-2G : 0.86~68 ug/mL, Naringin-3G :
1.4~114 pg/mL, Naringin-4G : 1.3~108 pg/mL)
T 9~10 JSIREE DR (B 20vol% 7 & bk
=hUN) BERENFRL .

AR U 7B IR & ot L, B — 7 i &
BREMRICE > THONTZRBRIART DT
YUUVBLIOEHEEMTY U RE
(ug/mL) %KD, wHAUZ L > TEEHH O
WAL Y UG (%) AR LK.

Content (%) = 100

W x 1000
7272 L, CIXRBRIANE 1 mL 5720 ORIEXS
S0 (ng), VIFRBREEOE (mL), WX
ARELOBREE (mg) THD.

124/158



B-3-7) a7y X5 —EBE AV EEROH
TV OURGTORT Y V= CEER
SEROEE

BRI EE G S T D EEFR AL
BAANRY O UDEREEESEBICTY Y
>, «a-Glycosylnaringin, « -2 /L2 3 LK
BEAERL, ZOEHNLRTY =R
WROEE (%) ZRDI-.

B-3-7-1)1 Y ¥ ¥ X O Naringin-G D7E
=

o LK 1 g ZHBICED, K
100 mL [Z¥AfR L=, ZOWiEET 7 U VR
T AT IVERWERBE (7= 4 |
XAD-7HP) 50 mL % FedE L 72 NS 49 25 mm
DA T AEITEE, 15 HIZ 2.5 mL O X
T SE721%, K250mL THHF L=, &
2, 50vol% =% /—/L200mL % 1 43ffic
25mL OIS T L, WAEBSZEH S
7o, T OEHK A I L CTREL K 40 mL
ELzt, 727 27— 10000 HAL &
PINL 55°C CIEREIZ 30 R E L. &
512, 95CT 30 /rEMEA L7=1%, =EET
WAL K Z N2 CTIEREIZ 50mL & L, A#K
EL7m. ZOW3mL ZIEfEICED,
20vol% 7 & k= kU L%z CIEREIZ 50
mL & L, BB E Lz, BNCEE L7-E
£ ] Naringin-G £ 10 mg Z FEHIC& D,
20vol% 7 & b=k U JLIZIED L TIEREIZ 10
mL & L, fEHERERE Lz, RBARBS L O
FEHEVRIR & Z N2 10 uL o8&V, B-3-3
DI TR L2 HPLC &I Tobr Lz, &R
BrRisi o F Y ¥ 2 KON Naringin-G O &' —
7 ThFE An K OVA 6 W DN AEAERS I D
Naringin-G ® &' — 7 Hfg Ar ZHIE L, KX
W2 &0 F U P T Naringin-G D &
HH L.

TV AR

Content (%) = X X

580.53
X X
742.68

Naringin-G & & :

C
Content (%) g Ag 20 X 30

I
X

X
WA, 10 3

X100

=72 L, WIFREHREE (g), ColdE®EM
Naringin-G Ot E (g) THD.

B-3-7-2) 7 a7y I T —BAIC LV FRES
Ba-INVavVRERBDER

B-3-7-1 DI THE G- AR 20 uL % &
D, D=7 N a—AEEHREEHK 3mL &
IEREICINZ TRV IR E7=1%, 37°C CIEMEIC
5MKE L=, |ERETHELEZLDE
RERRIR & L, IR 505 nm (2B D WG
ZHE LT, RHBRICIE, 7K 20 ul 2 W C
BRIV IR & [FIRRICERE L7o ik 2 W2, Bl
\ZZERBR ATV, MiE L7z, 72720, 25k
BRI, AR 40mLic s/ var ST —8
10000 AL Z A0 L, 55°CC 30 syfEfkiE L
721, 95°CTHIZ0 el A L7z, =R E T
WA LT=%, KEMA TIEMIZ 50 mL &
U, Z2alBRisik 2 slBRIsiR & RIERICERE L
TWSEEZBE L. Blicp (+) — 27
o— ZREHERIR (R 05, 1, 2, 5
mg/mL) ZFHE L7, 256 OFEERIKIC
DUNTHE, ARBRIAIR & RIARICERE LTt
FEARE L, MEMREER LTz, ZOME
B & AHIE U 7R O WG E 7> & BRIy i
DD (+) —Z N a—2EELRD, KR
Wk o7 nay I o —BABEc LY iEEEd
BHoa— 7N a v VR EERD .

CxV 162
W x 1000 - 180
72720, CIIBsi 1mL 720 ® b (+)
—7Na—20&E (pg), V ITHABREKRO &

(50mL), W IXiEt O IE (mg) TH 5.

x 100

Content (%) =

B-3-7-3)

By o= UEERESBOEH
WOHEKIZLY, BTV 7= Rl
DEGEERDT-.
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U o= U EEREE (%)

=+ VX 58 (%) + a-Glycosyl

naringin & & (%) +27/1 =237 I 7 — BB

WCE D WERE L7 o — 7 v 3 ViR
(%)

C. BREVOEBLE

C-1) BEEpr ) VR DS E

[E= U5z b ISP b il all) VS N4
OTFXARNIITNH ) NT AT 2T —
£ (CGTase)) ZEH &, VU P Uilkka
REHEZ b D a-1,4-glucan { (KU ~/L h—
R) FAINL KA E @D BRI <
HY, EHRELE LTRSS TWD . AiFoE
T, BT Y oot ) PR
PEEAL ) P OERSHIICEIT D RMS
EOBAMEAZA ST 5720, RMS O
HIZ LB 7 BEERAT T U o 2 U FH O Bl % 3R
Il FT, BERLESTY U GREHI
A172, #8k2: C-2010) % HPLC TH#rL7z
EZA KIRTZua~ b7 AR ELR
7. % Z T, Peak D (Fr.D), E (Fr.E), F (Fr.F),
G (Fr.G) B L O'H (FrH) Z 5B oOxtg & L,
SEUHPLC I KD 0B 21T o 7. Z DGR,
K2 2R3 L9102, k4 g & AW /0mT
¥, FrF, FrtG B X &Y FrH X Y «-
7-O-[a-D-
glucopyranosyl-(1—3)-{a-L-thamnopyranosyl-

Glycosylnaringin (Naringenin

(1—2)}-B-D-glucopyranoside] (Naringin-G, 8.4
mg) , FtF X ©» Naringenin 7-O-[a-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyranoside] (Naringin-2G, 15mg), Fr.E
&£ Y Naringenin 7-O-[a-D-glucopyranosyl-
(1—4)-a-D-glucopyranosyl-(1—4)-o-D-
glucopyranosyl-(1—3)-{a-L-thamnopyranosyl-
(1—2)}-B-D-glucopyranoside]  (Naringin-3G,
9.0 mg) ¥ X O Naringenin 7-O-[a-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1—4)-a-D-glucopyranosyl-(1—4)-o.-D-
glucopyranosyl-(1—3)-{a-L-thamnopyranosyl-
(1—2)}-B-D-glucopyranoside]  (Naringin-4G,
7.6 mg) ZTNETHHEELZ (X3). 7ok,

A3 XV Naringin (4.8 mg) % {8 T HAEE
L7=. 7z, k2 (C-2010) 0.8g # M7=
4y H 5, Naringin-G % 13.3 mg % Bt L7-
(X 4). 70k, 2o Db E X E &0
(ESI, negative) 3L U'NMR ('H, °C, 'H-
'"HCOSY, HMQC, HMBC) (Datanotshown)
KORELZ.

ESI-MS (negative)

Naringin-G : m/z 742 (M), Naringin-2G : 904
(M), Naringin-3G : m/z 1066 (M),
Naringin-4G : 1228 (M)

C-2)'H-qQNMR (2 X 5+ ) P, ¥EEfL)
Vo UVERBEIN 4—k X ZEER
A F IV OMERIE

STV Ty, PR Y Y U, 280
nm 3 X 340 nm AT IZRINARK 2 D1k
EMTHD. D ORISR Va5
Z\Z, ARl RMS IEICBIT % E &S, &
LT4— b FrF U LZEFMBA T LA
. Fi2, PV EERAELETS
RMS EIC LD BN U o ¥ VD ERIC
SOWTHRETHRF L2, £9°, IEfE7: RMS
ORI HT= 0, HEE L bSO GRS
DIEHERME 2 52025 2 L IdIER I
BETHD. 2T, TNHDOHMEEZH LM
295728, 'H.QNMR Z W5 Z & & L7z,
'H-gNMR [F, A7 ML EICBIRESINDIE
HEWE & WE X SRE D> 7 F VT FE R
EEVREORGRN S, JEXSILEW D
EEHaERETDZENARETH D, £z,
FHEFH N L=V U T DR S N
WEMEEANDZ LIk, Bon b ERHE
OIEEENKECH ELEZHFETHD. £ 2
T, R LITRTHERGEEZHNTY o,
WAL Y D R L M4 — Red %
BFE A F AZHOWT 'H-QNMR 217 7=,
728, ALY T MEE, WIEEERE O X T v
7' kv 7 (DSS-de : 60 ppm)
L, §MEE ppm BEALTE L. FU Y
BIOBEHEN Y T, K5 IIRT X
912, 'HNMR 27 kL |, §1.18 ppm fF
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N T ) —ADATFIVIEICHEK T H T
Fv, §2.70~5.60 ppm (27 7Y (FV
V=) O 20L, 3NLE L OWEIIC kT
L7 F v, §6.00~7.50 ppm (2T 7Y 3

(FV =) ICHRT DT FAREN
ThBlE I, Zhbdo5 b, §7.36 ppm
EgsnN=FT ) =00 2B E) 6
NDOKFBIZHKT D v 7T, oy
DY T F N+ oS TN, F
VoY rBXUOHRAL Y Y O E &
My r7FrblLTibdeEsEzxonik. 27T,
ZOVTFNEOMERZRER LA, Z
O OMBEEITZR 2 ITRTRRTHDLZ &N
HIFA L 7=,

4—t FrF U ZBEFMBAF VT, §3.82
ppm (2 A MXVIHICHEK T LT, b
6.87 ppm (2 3 LI KNS L DOKFZICH KT S
7 OKFEE2), §7.84ppm I 2 ik &
WO DKRFICHKRT 27 F v (KFEE 2)
NENZNBEINTZ(K6). ZnHDH b,
56.87 ppm DT 7 F LI LS 7.84 ppm D
TFNLOMEEZFENLEE ZA, 93.9% (6
6.87 ppm ) B L193.8% (5 7.84 ppm) it H
Elpolz. ZDHH, §6.87ppm LV HEHE
MM (93.8%) & 4— b Ko o227 BAE
AFIVORE L L CERHLE.

C-2-2) 4— & Fax T ZEFBRATF VT
5V vy, BEATY YD RMS
DEH

4—t Fr X VLB HFBATFNITHT HT
U, RN T ) Y L (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) @
RMS Z a4 572, 1032E (5.8, 7.0,9.3,
12,23,28,46,56,74,93 umol/L) ® 4—t K&
X URBERA TNV, 9 £721% 10 BE
DFV T rB IO T Y ¥
&% B-3-31Z/79 HPLC S & VTt L,
BONT-BBUFEMROME DS RMS %
BHLAE. M7IRTL90, 44— Rex
VERERA T, FV Y, FEERALT )
>V O EYFEAR O P EREIL 0.9997~
0.9999 L B ThHH I LIRS, -

T, 25 OEYFERIL RMS OF HIZFH]H
TEHEEZLNE. 22T, KEIFERO
X (F U > 2112795, Naringin-G: 12785,
Naringin-2G : 12738, Naringin-3G : 12724,

Naringin-4G : 12859, 4— bt R u % %2 A&
AFIL:10352) B 4— b Ko F U2 BERR
AF VKT BT o, BRI v
VEORMS 2R LEEZA, RIIRT
£9121.23~124THDHZ LB LT,

C-2-3) TV ozt BT Y T
VD RMS DEH

W, TV ATk HREAL T Y
VHD RMS & Rat L7z, C-2-2 DIE TR LT
BEFEMROME N H TV Pkt 5
PEEAT U P O RMS 2B LZ L 2
5, FAITRTEDI20994~1.00 TH D Z
EAVE LT,

C-2-4) RMS Z AW BROE T Y VU8l
LM Al INEVNG SE ROy -1 1VAy Rl IV
DER

EEEALEL ) o B 2 FRIC OV,
RMS [k BV P v L OMERNL T U
¥ (Naringin-G, Naringin-2G, Naringin-3G,
Naringin-4G) D& & EZTV (n=3), &l
ERREREM E Lot Efikic L &
HEN-ER/ e Uiz, KBRSV v
AV TSI RV RS SN 1 Ay R,
YUVERERSBIOFE6, SRS
oo B O LC 7 < 7T AT 8IC
FNEFIRLTZ. 4— b R XU L2 RBEmE A
FEEERAESE L2 RMS IC XD EHE
niF vy, BEATY Y UH
(Naringin-G, Naringin-2G, Naringin-3G,
Naringin-4G) O 7 &34 E x5 OFE 5 % H
W R ERIEIC LV R SRR
BERETRO N 5T, £, T
VU EEBAES L L2 RMSIZ LD B E
NIHERAL T ) P VO EBIZOWT G,
T TE % G2 DR i & O T2 i R AR A LS
FOVEHINEEREAEREATRDON
o,
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WIZ, BESINPAEEICB T, BRI
BEAANRY v BRI A Y 7L MY
COEBETRAISNTWD HE (IEkk)
e~ C, RS Y v B OfR
Vo= iR G EE R L, SRR L
4—t Fu X UL EBEBEA FNVE EERHED
ET5 RMSIEICE Y kb v
BLOWEEEM T ) P VO S BOAEE
g L7z, ZORER, AEEICIVERE
Ni#F U o7 = A E BT R 1
(A172) T 12.9%, #E2 (C2010) T 29.3%
ThO, RMSIEICELVREHENETY Y
VB IOWEEALT Y Y O AR GRUE
1:6.4%, #EF2:193%) XV @EWEZTRL
72 (F£ 7). Z X RMS OHIE %5 )3 Naringin-
AG FTTHHZ EIERLTEY, #1ub
XU BRI EHT 2EEEOR WAL
vV VO RLE R OE BANHE ST RO E
BEOEWVICRELSEELLLOLEEXD
niz.

D. f&w

AMFFE UL, BEAFIRIND D il o3 Biks iRk
DRI R ONEE DM L4 B LT, BERL
HEY ORI B IO
#A2F U ¥ (Naringin-G, Naringin-2G,
Naringin-3G, Naringin-4G) % %[5 & L 7= RMS
B X D EREBEICOWTHRF Z{T-o 72,
HMERNR EITRR L EEMES G—E R
0 VZREFRATIV) KT T P
B IOV 0D RMS (1.23~1.24)
X DRSNS NEGROE L, 1k
it (BRERNSRZIRM & Lo R miiis)
IVBEoNEREABRAETRO LN
o de. RERIS, TV P ATk D BEEANL
T U 2P0 RMS (0.994~1.00) (2 & 0 HiHY
TR Y A BRI RIE LY
Bonica B EAFRETBO LR
7. #-7T, AR B RMS V5
LR, BT Y o B TR T
U oYL Y Y (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) D&
wx BN ORZMICERTE D 2 & A

L7, —J5, BERALER ) oo B R o
HEAL T U >V 2O T, Naringin-4G (2
E STk R IRBEE DR Y ~ b b — AW
LIAALEMDEEL TVWDH Z A TH
52 EME, EOL BVWOFHE & b OfflR
MFTV TP UETEERBORNRLET 0%
BRI 5 2 & C, BRI Y 0 B,
FOKT U U= U ERER G EORHICE
7% RMSIEOFIENREEDL LD EEZL
niz.
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H
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x
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IS
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6.0 —
H
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x
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Qo
<
0 | |
0 20 25 (min)
X 1 BB O O e~ N ST A
BB @B D (A172), TEx : EEE2 (C2010)
Sample (A-172)
(4.09)
Prep. HPLC (Condition 1)
[ I I I I I I ]
Fr.A Fr.B Fr.C Fr.D Fr.E Fr.F Fr.G Fr.H
(20 mg) (19 mg) (22 mg) (19 mg) (53 mg)

Prep. HPLC (Condition 2) Prep. HPLC (Condition 2)

| [ I I [ | [ I I I I ]
Fr.D-1 Fr.D-2 Fr.D-3 FrD-4 Fr.D-5 Fr.D-6
FrE-1 FrE-2 FrE-3 FrE-4 FrE-5 FrE-6
(1.7mg) (1.9mg) (7.6mg) (0.5mg) (0.3mg) (0.6MI) 43,y (01mg) (9.0mg) (1.0mg) (0.1mg) (1.4mg)

Naringin-4G Naringin-3G

| Prep. HPLC (Condition 2)
| I I I | |
FrF-1 FrF2 FrF-3 FrF-4  FrF-5 FrF-6
(24mg) (03mg) (04mg) (15mg) (0.8mg) (0.6mg) ' ' ' '

Fr.G-1 FrG-2 Fr.G-3 Fr.G-4 Prep. HPLC (Condition 2)

(25mg) (0.2mg) (4.8mg) (1.2mg) [ | | I I ]
FrH-1 FrH-2 FrH-3 FrH4 FrH-5 FrH-6

Naringin-G (01mg) B4mg (0.1mg) (©Amg) (59mg) (1.6mg)
Prep. HPLC (Condition 2)

Fr.H-5a Fr.H-5b Fr.H-5¢
(1.0mg) (2.8mg) (4.8 mg)

N\

Naringin-G  Naringin

Prep. HPLC (Condition 2)

Naringin-2G  Naringin-G

X2 EERALERT D B GREHL - A172) 2B OBEIRAL T ) o S SHO HiE
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Sample (C-2010)
(0.89)

Prep. HPLC (Condition 1)

I I I I I I I ]
Fr,.a Fr.b Frr.c Fr.d Fr.e Fr.f Fr.g Fr.h
(20 mg) (19 mg) (27 mg) (35 mg) (20 mg)

Prep. HPLC (Condition 2)
I I I I I

Frg-1 Frg-2 Frg-3 Frg-4 Frg-5
(1.0mg) (04mg) (1.0mg) (13.3mg) (8.8 mg)

Naringin-G

4 FEFRLET Y o8 GUEE2 0 C2010) 75 @ a-Glycosyl naringin (Naringin-G)
O HiFE
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# 1 'H-qNMR & 51

Spectropeter JEOL ECAS500 spectrometer
Probe 5 mm broadband autotune probe
Spectral width 17.5 ppm (-2.5~15 ppm)
Autofilter on (eighttimes)

Acquisition time 4s

Flip angle 90°

Relaxation delay 60 s

Number of scans 8

Spinning off

multi-pulse decoupling with phase

13 :
C decoupling and frequency switching (MPF-8)

#2 'H-qQNMR L VWEHENTFTY oYy, RN Y UV UM, 4— b Fafdy
RREBEA T LOE R (FE)

i (%)
Ty 81.1
Naringin-G 65.8
Naringin-2G 61.3
Naringin-3G 55.9
Naringin-4G 60.9
4— b Fa X ZEBEHHBA TV 93.8
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K3 4—E FuFVRZEEFMAT VKT DT Y vy, FERALT U 2 O
BV (RMS)

RMS
FUy T 1.24

Naringin-G 1.24
Naringin-2G 1.23
Naringin-3G 1.23
Naringin-4G 1.24

F4 FV UV ATHT HBEIRAL T Y Y VO VEE  (RMS)

RMS
Naringin-G 0.999
Naringin-2G 0.995
Naringin-3G 0.994
Naringin-4G 1.00

X5 BOFIEICL AR LE T Y oo g GREL D A1T72) FoF Y Y,
PEEAAT U Y B O g

RMS#E RMS%E

- - - Hset i AR A
Standard: 4-& N ® % 22 BAEREA TV Standard: 7"V ¥ ¥
Content (%) RSD (%) Content (%) RSD (%) Content (%) RSD (%)
Naringin 1.6 0.1 - - 1.6 0.2
Naringin-G 1.2 0.4 1.2 0.4 1.1 0.4
Naringin-2G 1.5 0.3 1.5 0.6 1.4 0.5
Naringin-3G 1.3 0.8 1.3 0.8 1.2 0.9
Naringin-4G 0.9 0.4 0.9 0.3 0.9 0.4
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6 B FRIEIC X AEERLE S Y o GRE2 0 C2010) T U Y,
i T (YA il RN = TR oL 1%

RMSiA RMS?E A g
Standard: 4- & N R ¥ L REMA T v Standard: 77V~ ¥ TR R
Content (%) RSD (%) Content (%) RSD (%) Content (%) RSD (%)
Naringin 5.7 0.1 - - 5.7 0.2
Naringin-G 3.5 0.9 3.5 0.9 3.5 1.0
Naringin-2G 4.2 1.0 4.2 0.9 4.2 1.0
Naringin-3G 3.4 1.0 3.4 1.0 3.4 1.0
Naringin-4G 2.5 1.0 2.5 1.2 2.5 1.1

FT RMSERBIOECREICIVERINZBEELE T oo fEhoik ) v
7= RO AR B O s

RMSIE (%)  TERIE (%)

Rk 6.4 12.9
v %) 19.3 29.3

RMSVEDERIL, TV P BRI OMEEALF VU > (Naringin-G, Naringin-2G, Naringin-3G, Naringin-4G) & EDH&
HiETh 5.
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