JEAE G R AT TR AR B 4 (B b DL R IR HEERT 7R S 3E)
BETFUSIN) O SRR D 723D ORIl 52 B4 D B 58
(H29-& ii-—%-007)
WRR294FBE ~ R AR EE (R FNOCAR L) G o HEAFSE s &
qQNMR % FH W= BETR RN D 5541 TR B9~ B 0F 5%
~TH-gNMR 35 X OHRFE VIS 2 T2 o0 TR B3 B iFgE ~
SR K HARFAWEER T S Emert ST

==
7IN

WIREE AR T, BEERINY DR ik BRIE O 020 e OREEE D[] _F 72 & QN RABR
ENRRE TH DEEFINID O NHEDORHESL 2 BRI, 70 i, R v
CERIGITRE AT o £, T AW T, ERS THLHET B Y RVOERETI,
'H-gNMR & LC#E #H A DR T FEXFE/VEE (RMS) BICL VD724 U HEZ BT RVOD
GRBEEHENOLEMICERETE DI ENHLNE o, Fi, BEROET Y 20 T,
RMSIEIZ L V0, BERLH T ) oD /o) o offliafii U > Y (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) D& &% IEMEN O ZMICERTE 5 2 EVHIBA L 7=,
IBI, Zar I —BIZXDRMERZ S FIEIC LY, 7V P8 L UNaringin-GD &
BEBIWNa-7 v a v VEREEN G EMRBRLE T o - ORT Y 5 = R

KOGEDHEINWRETH D Z LN LNE T,

A BFZEEHB

HAR TIEEMIINY) DL EVESR G & et d
5 EET, BN oOrER, a8 (HE) 72
E DRI AR MR 2 T 585
OFESE, AR O HREESENRE SN,
9 MBI AEZFICTH SN TND. =
DRI ORI, FAlE LCE&E
EEDHHENRED LN TEY, RO ClELC
ENFEHESNDZENEN. ZOXHRGhT
TEHE X SAL AW & [/ — DDl EE 53 IE fife 70 422
YWEMVENVLETH DN, FHEFMICES 2 TIE
2K > CTHUENEH S 758G v 139
TN D, Z D7, LCEDOFN ERIET
1%, BREE A — T — DORERE LD — AR S
TWa. oL, ZOMETAMMRKIZE DR
AEESNT=H O, ThRbLIHEFICEREILS
27T, fERE L CERMEOEFEMENERDND
AREMEZ R ETE RV, £z, KARHKRAS D
e, EEAEHBIRIE STV RV E 7213
I TWEELTHaA MOE» LA A
HIEENDAREE L EZDOND. 20 X9,
BUSINYE CBEF IR & x5 & L2854,

96

OB DORFEOB R, T O X9 728
ZIIRTE, DOSPrEOELEZBE LG
FMEO B WHSRBRIEOBNLNBE LB 2D
nas.

AR, [EEREALR (S ~O hb—H% Y o
— LR S o E YA & L CEE NMR
(quantitative NMR ; gNMR) 7237F B 24TV
% > . gNMR @ 9 5, 'TH-NMR % F]H L 72 qNMR
(‘H-QNMR)IZ, EEMEDHELR S = lE St %
W55 T, 2 DOLEMRIO T 7))V imfER
LN TR D F VR EE K B HIE ok
FH) BT AFEERH LI EEETH S.
NMR (3R T2 % G HE 24T > TWAHT20,
IS 2 DDLEMIEIF— DL FEETH D4
IR\ 8o T, FHEFAICIEM D MT
G SNTGHEEME D X 578 SI ~D F L—
TV ¢ — DR ST A AR HEY) S
LTHWAZ EIZLY, WEEEWE & JIEx3
O T OVIEFERE L, KFEH, FEREDOR
TR D, BRx RBER GG DO BN %
RODHZEMARETHD. 2O XD RERED
FFEFHM ML —Y BV T o 2R L7z 'H-
gNMR [E, AQARI (Accurte QuAntitative NMR



with Internal reference material) & & FEIEAL, 7ERY
J2 R AR 0 B AR SE R il 3E 7e & o i EE
R 20, A SRSCREFUSIN T O EERL S DOF
BT PRSI STV D, E iz, Fll T,
FFEFHM ML —Y BV T ¢ ek L7z 'H-
gNMR & JLAME, KA, ZrBEMRES W2 B
~ N7 TT7 4 —HAEGDREEHENEYE &
[Al— O E &N Z L L L 72V FE 3T LI
J (Relative Molar Sensitivity, RMS) % H\ 7=%5
Brit (RMSE) BEREIN, RBRMIINY
R EDGHT~FIH ST S 19,

Z ZCAMIIE T, BEAFASINY) O Rl sy B A
BiLEom Eax B LIEEO—8RELT, T4
OISR/ SENON + Y Bz R BV S O3
12, 'H-gNMR BELWN'H-QNMR & 7 v~ h /5
7 4 —ZMBE DT EVRE (RMS) 14
F a2 WO HTEDOMENLIZ DWW TRRET LTz,

B. BFFE 5k

B-1) REE

3HEOTh Ao B, b Fa b
M30 (Lot.170526-01) (FUEF 1) BX O FF
= L M50 (Lot.170621-01) (GEL2) (T ==
T e T T ARSI T HE W=,
7 71 > Fr ) GREEESLRSE 5447)) (Lot.G20030116)
37 YRS GRUEE 3) 2HWE. £
2y R VX, RS T3k s v R vE

(Lot. TWM3866) # I\ \7-. B
L GRERL D A172, #0BF2 0 C2010) 1X[ENT
B S AL R A AR SRR AR L 0 TR
B2 72Wi=, U ook, =T RY
> FRRR SR (Cat.No.71162-25G) % Fu /-,
4—t Fa X U ZEERBA T NIE, HRbRRE
ASHE# (Cat.No.H0216) %= /=, D-7 /L2 —
ZEBMRERIITE 7 A L LR (KR
B a— 2 CI-T A N a—%fH L.

2,2-dimethyl-2-silapentane-5-sulfonate-ds sodium
(DSS-ds) IXFRYEMIRE T 3R A i e
Y& (Cat. No.044-31671, Lot.No.ECL6585,

FEE 92.3%, PEIRAHEDS @ 0.8%) ZHW\ -,
K (D0) 1B LR A e, £ oM
BIEsRiAk s v~ N7 7 4 —HE 38

salt

97

W =,

ARIKITLL T D X 5 IR L.

"H-qQNMR FEAESRIK © DSS-ds ZEYEY)'E 8 mg
EAEEIZEY, DMSO-ds 40 g 1% 'H-
qNMR HEHEAE & L7z, "H-qNMR EEHEVATL D
DSS-ds 2 (0.2166 mg/g F 7-1% 0.2165mg/g)
1%, DSS-ds DM (92.3%) L O EE X
DEH L.

T OMOEEITEEEREK I v~ 7T 7 4
i E Y& LAY

B-2) #E

KRR ALIREEE (NMR) : ECA500 (7 ko
LN JE 4 500 MHz)  (H AR RNt 8Y)
M HPLC : LC-10AD > A5 & (R 7
LC-10AD, {KJE27 Y= b= = |k : FCV-
10AL, 7 AE{EME : CTO-10AS, 2E4% A4y
YRR SR - SPD-10AV, BiXZEE : DGU-12A, 7
— K ALPRAEE - LabSolutions) ((Bk) EER/ERT
).

7BUH HPLC @ (BF) W v —# LC > A7 A
(R 7 :CCPS, VAT hay ha—F—:SC-
8020, M LEE : SD-8022) (ZLEAN AT A3 ek H
7 (SPD-10A, (KF) BEEEUERRER) B LU 7
LTEIEME (CTO-6A, (BF) EEB/ERTR) 282
FLIZbHO.

/7K BM20 ((Bf) =— -7 K7
)

I I 7 o KFE: AUW220D ((BK) Befufe
)

B-3) 'HqQNMR 2L 5E7/us FVOER
B-3-1) 'H-.qNMR (2L BE7 2 R VIEHES
DRI E

F/ BV R VEELK 10 mg 2 M5 I &
'H-qNMR HEHEIE 1 g ICIRE L=, Z OWIR%E
HME S mm O NMR GUEHEIZANEPAL, & 112
R VY TH-QNMR Il 7€ %17~ 7=. DSS-
de D 7 FVIEFEREE A 9.000 & L7z & & DE
say K VICHRTLRE®RD 7 ) ViEE
SREE, &, BESE FRoNUTRAL, £
ruay RVEELOME (%) &ML



Msample/ Wsample

Msld/ Cstd

Isample/ Hsample
Istd/ Hsld

Purity (%) =

X 100

72720, Lampe=F 27 B KV ORFERKDO T 7
JVIERETREE, law=PNIEEWE O 7 F )V imfER
J£ (DSS-ds : 9.000), Humple=F 7 7 KV DOFf
TERDKFEH, Haa=NIEEWE ORrEFEOKFE
. (DSS-ds:CH3%3=9), Mgmpe=F 27 2 KV D
T, Ma=WARYEYE O 4y 7 B (DSS-ds
224.36), Wampe=T 7 11 3 KV OFFEE (mg),
Cue= "H-QNMR FEHEFRIE D DSS-de I 5

728, gNMR Dby 7 MElE, DSS-ds D7
o hr 7 FE R 0ppm) &L, SfEE
ppm AL TR L=, F£72, T — X OfbTx, ~7
— VBN EROREMNE TE ABLET
X 5 Alice2 forgNMR “E'=7 U7 ¢” (HA®E
+ () ZHW-.

B-3-2) 'H-qQNMRZX 2% 5 B v i+ o
E/BTFVOER

3O B O 5B, WE RO
£F31X50mg, #EH21X 20 mg ZFEHEIZREY,
'H-gNMR HEAEZRHE 1 g 2 AU Z I ALHL I &
VIR L7 b D& RBRIAIR E Lz,

Z DOWIRAZAME 5 mm @O NMR #REHE I AN
ERL, £ 1IRTHM%2 M 'TH-qNMR HIE
ZAT o7, DSS-ds D 7 F VEFEIRIE & 9.000
Ll xoRBHOETe v N VICHET
DRFERD Y 7T VERERE, o, RES
N ORIRAL, &7 it oE
rav RVER (%) ZHEHLE.

gt/ Heampe M/ W

sample’ sample
Istd/ Hstd Mstd/ Cstd

Content (%) =

X 100

72721, Lample= REHFH DT 7 12 KV ORFER
DY T FIVHFERE, Taw=PWEERED > 7 F LV iH
FEBRIE (DSS-ds : 9.000) , Heample=att 1 D€ 7 11
¥RV OREREDKFEL, HamNAREYE O %y
TEFEDIKFEI (DSS-ds: CH3x3=9), Maumple=iefoh
HoOEI7mY RV O+ (1287.43), My=W
TEYEME D4y 8 (DSS-ds : 224.36), Wample=ik
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Bt OFFERE (mg), Ca="H-gNMR FEYEFRIE D
DSS-ds 1

B-3-3) LCIZX DK T v b oEs o
VRVOEER

3FEDOT A D Y B, YFFa b
M30 K OREF 3 1% 50 mg, #0BF 2 13 20 mg 24
BICEY, KEMZEERAIEIC L0 ERL
b RBIARE Lz GhHiEE @ 1
mg/mL). Z OFBREEIE A LL N D LC &I T
AT LTz,

717 A @ Develosil ODS-UG-5 (5 pum, 4.6x250
mm, IR EERRE SR, T AR
40°C, M E : 210 nm, ¥ : 1.0 mL/min,
WREER A - K, WEEKB: 7 k=YL, 7
Ty N Omin (5%B) — 35 min
(40%B) — 35.01 min (100%B) — 40 min
(100%B) — 40.01 min (5%B)— 50 min
(5%B), 7FEAH : 10 uL

7%, MEA AR ERRIZLLT O X 5 IT/ERL
L=, T7bb, £/u v R VEHELSmg %
FEBICEY, SmLAA AT T X3l AN, K
Nz CTIEREIZ 5 mL & Ui s RO &
L7 (87 8y RVIEE : 1.0mg/mL). MREHR
FERERIE O % KICTA 2 TERERIR LY
D E R EMAEERKO, @B LU@E L
(EZ7my R VIEE:05 025 5L 013
mg/mL) .
B L 7RSI A ERE ICR LTESRETLC T
THITL, BN — 7 fifd L ERIC k-
THLoNERBRBEERPOE I n v RV RE
(mg/mL) Z:3K, KUK > THREHHOE S

oy RVER (%) ZHEHLE

CxV > P

X 100
W 100

Content (%) =

72720, CITRBARTOETT s B VIRE
(mg/mL), VIFRBREEO®E (mL), WL
BtoOBEE (mg), PIXFEZ/ vy N VEELD



HE (%) Tho.

B-4) fEXPE/VRE (RMS) 2FIH L7 LCIT
X/ v FVOER
B-4-1) 'H-qQNMR (Z X 3E 7 FViEHES
BV T =4 v OMBERIE

F/ 1y R VAEELIZOWTIE, B-3-1 DIHE
R LTz, A7 A 20T,  10mg &
FEEEIZE Y, "TH-QNMR FEHEVAR 1 g lCHRfE L 7=,
Z DOWIRAZAME 5 mm O NMR #REHE 2 ANE
AL, & 1R 5% Hv 'H-qNMR #liE %
17572, DSS-ds D> 7 FI/VIHFETRE % 9.000 &
LI &Dh 7oA ICHET IR TEED Y
7 FIVIEFERREE, &, RE%LZ FiRoRi
RAL, BT A OHE (%) ZHEHLE

Isample/ Hsample Msample/ Wsample
Purity (%) =
oy (A)) Istd/ Hstd Mstd/ Cstd
X 100

72720, Lampe= W7 = A U ORFEIEDO T 7 F v
M FEIREE, law=WIEYMEM'E O > 7 F )V imFE TR A
(DSS-ds : 9.000), Heample=H 7 = A > DFfE £
DIRKFEEL, HaamWAEEWE O K5 E K DK FE K
(DSS-ds:CH3%3=9), Mmpe=7 7 = A > D431
& (194.19), Ma=PNIEHEW'E 0753 & (DSS-de :
224.36) , Wampe=H 7 = A > OFFELE (mg) , Coa=
'"H-qNMR FEHEZIR 0O DSS-de i 5

B-4-2) B 7 =24 VIZHTBETBTVFVDO
RMS DEH

BMEED T 7 =4 >~ (0.319%10° mol/L,
0.639x10° mol/L 3 X T 2.56x10° mol/L) 25t
+% 61 (0.058x107, 0.116x107, 0.232x10°
3 0.464x107°, 0.928x10° 3 LT 1.86x107
mol/L) DFEZ 1 RV & Te /KA 2 sl
L, RBAKE L. ZOWiRELLTO LC %
Rz ToOMr L.

717 A @ Develosil ODS-UG-5 (5 pum, 4.6x250
mm, PR LRGSR, T AR
40°C, M E : 210 nm, K : 1.0 mL/min,
IRBER A 2 0.1%FFE, WHER B : 0.1%FRE
A7 b= U, 77 FEH: 0min

99

(5%B) — 35 min (40%B) — 35.01 min
(100%B) — 40 min (100%B) — 40.01 min
(5%B)— 50 min (5%B), FEA& :5uL

T/ RVBLOI 7 =4 VOFNREELL
(B RVOEMBE/ 1724 DF
JVIRFE) DB R (BVE), LCAOHTIC
BIFA2E/o FVEBIUYI 7214 D —
sk (FEZuey RVOr—JmiE/ 717
oA L OE— 7 EHE) »OISEL (BIEE
b)) ZEEL, ISELEBIOWEELOL
OSEL /B L) DB T = A KT
L5770 RVORMS #HH L7,

B-4-3) RMS ZRW=Z 4 v i+ o€ 7
oy FVOER

3FDOT A HiHmO o B, BE T RO
£E31X50mg, #EH21X 20 mg ZFEEIZREY,
K2z ZABFWAAFIC L VIR L= b 0 &R
BRIsR L Ue (PR © 1 mg/mL). 20
ABR IR & B-4-2 1278 L7z LC SR Todr
L, Bonfc—2mEeE 7oA v LOE
% U 7R BRI K o T B L 72 s BRI
Ty RVEE (ugmL) 23R, kAL

S>TREFOEZn Y RVER (%) ZHEH
L7-.
CXV P
Content (%) = X
ontent (%) = RMS W 100
X 100

72720, RMSIIH 7 = A kT HE 7oy
RV (0.122), ClIFRBRBKFTOEI 2T RV
RE (mg/mL), VIiFRBREKOE (mL), W
LRI OBREUE (mg), PIIA 7 = A O
(%) Thob.

B-5) #ExtE/VERE (RMS) Z#|H L7z HPLC
XTIV P URBIUNERNTY U VRA
DEE

B-5-1) $EHRNL T U o ¥ UEED 43 E

B (A172) 4 g2 DWW T4y HPLC &4 1
IZ KD ZITV, FrA )b FrH 2572, 56



WIZE 3D 55, Fr.D 225 FrHIZOWT, 43HL
HPLC 2 2 (12 XL DM EATV, FrF, FrG B &
U Fr.H X Y o-Glycosyl naringin  (Naringenin 7-O-
[a-D-glucopyranosyl-(1—3)-{a-L-rhamnopyrano
syl-(1—-2)}- B-D-glucopyranoside] (Naringin-G,
84 mg) , FrF X » Naringenin 7-O-[a-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-(1—3)-
{a-L-rhamnopyranosyl-(1—2)}-B-D-glucopyrano
side] (Narringin-2G, 15mg), Fr.E 2 ¥ Naringenin
7-O-[a-D-glucopyranosyl-(1—4)-a-D-glucopyrano
syl-(1—4)-a-D-glucopyranosyl-(1—3)-{a-L-
rhamnopyranosyl-(1—2)}-B-D-glucopyranoside]

(Naringin-3G, 9.0 mg) 33 X U Naringenin 7-O-
[a-D-glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1—4)-a-D-glucopyranosyl-(1—4)-o-D-gluco
pyranosyl-(1—3)-{a-L-rhamnopyranosyl-(1—2)}-
B-D-glucopyranoside] (Naringin-4G, 7.6 mg) %
ZTNENEHBE L7, £72, BIEHE 2 (C-2010)
0.8 g [ZOW T/ ELHPLC & 1 B LN 212k 5
7 Z4TVY,  a-Glycosylnaringin - (Naringin-G)
% 134 mg HEEL7-.

- 43U HPLC §544 1

717 2 : Develosil ODS-UG-5 (10 x250 mm, $i7
TS5 um WAL ER SR, T AR
45°C, #HIgEE : 280 nm, Ptk : 5.0 mL/min, ¥
BiEi : 20vol% 7 =k~ UL

- 43U HPLC §:44 2

717 2 : Develosil ODS-UG-5 (4.6 X250 mm, 7
TS um, FRHMET (BR) ), U7 NREE
45°C, #HgE : 280 nm, Ptk : 1.0 mL/min, ¥
BiE : 20vol% 7 =k~ UL

B-5-2) 'H-qNMR (2 X 5TV Py, ¥R
VoDV EBLO 44— FuxT ZERFRAF
IV DREEERIE

Naringin-3G /X 7.6 mg, Naringin-4G /% 9.0 mg,
71 2, Naringin-G, Naringin-2G (& 10 mg,
FV VU BIY 44— FaXI ZBERAT
T 15mg ZFEEIZ &Y, "H-gNMR EEHEVATR 1
g IR LT-. Z O AIME 5 mm @ NMR iR
BHEICANER L, £ LITRTERAZ2 0V 'H-
qNMR HIE 4T > 7. DSS-ds D> 7 F Va8

100

FE% 9.000 & Liz b & OFLEWIT R 25
EHO Y 7 FVERRE, /)T, WESE T
EORICRAL, #RBOGRE (BiE, %) %
R LT.

Lsampie/ H.

sample’ sample
Istd/ Hstd

Msample/ Wsamp le

Purity (%) = M.y Co
st st

X 100

7272 L, Lample= IE X G ORFEFED > 7 F )V iH
FEORE, Luw=WEEYEW'E O o 7 J /L mHfE i E
(DSS-ds : 9.000), Hiample=1H & X G2 DFFE T D
KFEE, Ha=WNEEHEYE O F5E 5 O K FE
(DSS-ds:CH3%3=9) , Mample=1H7E X1 5 D 531,
Mu=NAEEWE D531 & (DSS-ds : 224.36),
Wample=11lE X B OFFHLE (mg), Cy="H-gNMR
TEAEYR UL D DSS-di 2 B

728, gNMR Dby 7 ML, DSS-dsD
a hr 7 FE R $0ppm) &L, SfEE
ppm AL TR L=, £72, T — X Ok, ~7
— VWML EROENE T AL T
X 5 Alice2 forgNMR “E'=7 U7 ¢” (HA®E
T (BR) R,

B-5-3) 4— &t Fa X I ZEFBA T NVIIHT D
TV OB ROREBMT Y P UED RMS
DHEH

4—t FaF U LZBEFRATFIV, TPy,
PR T Y 2 > $H (Naringin-G, Naringin-2G,
Naringin-3G, Naringin-4G) (Z-2\ T, 'H-gNMR
R REHEnEE WE) ITES<ROR
JEFIRH (1Y > 0 1.3~105 umol/L, Naringin-
G:1.1~91 pumol/L, Naringin-2G : 0.9~76 umol/L,
Naringin-3G : 1.3~107 pmol/L, Naringin-4G : 1.1
~88umol/L, 4—t Fu Xk 225K : 5.8~93
umol/L) T 9~10 ;R DK (B : 20vol%
TER=FIA) FEATRHRBL, ZhbHo
Vs A LAF 0 HPLC SR Torlir L7z,
717 I : Develosil ODS-UG-5 (4.6 x250 mm, 7
FAE 5 pm, FFRHMES (BR) B, T AERE
45°C, HHIEE : 280nm (F U > ¥ 38 L Ok
BT U Pr), 254nm (4— b Ra U225
FlE A F /L), it : 0.9 mL/min, ¥HERL : 0.1vol%



XEEEA 20vol% 7 = =k UL, JEAE: 10 4L

JFUR % 18 D A e O EF ERROME X (B
AR ER) ZRHL, 4— b RuXx 2B EmRA T
ZKIT BTV VB L ORERLF Y
CUHEOREREROMEE O (Y Y ETR
XEEEALEE T Y VU VO E 4— R X
VRERBEFEBATNVOME) b 4—b Fafxy
BEEFBATNVICHTHFTY P BLUEE
FUFF U VU FHO RMS 2R LT,

B-5-4) 7Y Pzt T AMEERA T Y VU U
® RMS DHH

B-5-3 OIAIZR L7 AR UE O R B O &
(BENARED) ZH, TV UcktT 5
BEFALE T ) 2 D RMS Z B H 7=,

B-5-5) RMS %W BERAE T Y P B,
FOFI O UVBIOEEMTY OV UCDE
2

AREHS 10 mg ZFEEICEY, KEMZEEWK
TIE L IEREIZ 10mL & L7z#g, AT 707
A VH— (FLEL 045 pm) THBLZH &R
BRIASIR & UTe, BEYERIRIY, 4— B Rr ¥ 2R
FEMRAFNLBIOTY P ic o0 TR L
oo 4— b Ru X2 BEMR A T /1 (MEE:93.8%)
TiE, Adb 15mg ZREICED, 20vol% 7 & k
= FUAEMZ 100 mL & L7= b O &= UK
D& L7 (GEEE - 140 pg/mL) . A=HEEKO1 mL
ZIEfEIZ L D, 20v0l% T & = K UL &Iz 10
mL & L7z (B : 14 pg/mL) %, Z O 3 mL
ZIEMEIZED 20vol% 7 2 h=F U L& S
mL & L72b D& EREREKDOE L (0.0084
mg/mL, 55 umol/L) . 7V > (i : 81.1%)
TiX, Adn 15mg ZAFEIZEY, 20vol% 7 & k
= kU VZIZ 100 mL & L7= % O 2 AEUE R
@& L7z (JREE 122 pg/mL) . FEAEFHE (210 mL
ZIEREIZ & D, 20vol% T & b= F U L& Z 20
mL & L7z (BEE . 61 ng/mL) &, Z DS
mL % EMEIZ &V 20v0l% 7 2 b= MU L&z
10 mL & L7 D& IFEHERKD & Lz (0.0031
mg/mL, 53 umol/L) . Z 3V & BRI IE 3 L OEE
WIKOF 7212@% LLF o HPLC 412 Tobr L
7-.
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717 2 : Develosil ODS-UG-5 (4.6 x250 mm, $7
P85 um, BRHMET (BR) ), T AR
45°C, MitHiEE :280nm (FV ¥ B L UWE
LTV > Pr), 254nm (4— b Ra X 22 B
Flig A F V), FiEiE 1 0.9 mL/min, AR : 0.1vol%
XM 20vol% 7 h= KU/, JFAE:10puL

HEohllBREimbo ) v XU
WAL F U P DY — 7 [ FE A sample S OVEE %
WERH D 4— RaXx ZEEFBRAFILEAIX
FV P DOE— T R Arae D, WAUT LD
GRAERDT-.

C A M ample
Content (%) _ REF x Sample x Sampl
CT ARcf MRef
X X100
RMS

72721, CriditBRisiR 1 mL 7= 0 OiEl 0 &
(mg), Crer | TEHERKDOEZ1ZO@1ImL H720
D 4—b Fox o ZBERAFLVEITTEE
U roi (mg), Msumple [THIERSR D51
&2, MreelZIEEAES — b Fu U 2B 5
AF 15215, 7V P :580.54) DAy B,
RMS :4—t ReF U LZEEBATFIVELILT
U >kt A HIE S O 3 E LV EE T
b5,

B-5-6) X R OMEI R BMRIEIC X D EERLE
VAV Tl B IV NS SER S -1 A
TV VP UDER

ARBRTAFS LU HPLC S:ff:1E, B-5-5 DIHIT
IR IEC e T, Ik, B VU0
DI EAR AR, AR OE & (W)
(ZHES S ROPRPEFIFH (7Y > 1 0.76 ~61
pg/mL, Naringin-G : 0.85~68 pg/mL, Naringin-
2G : 0.86~68 pg/mL, Naringin-3G : 1.4~114
ug/mL, Naringin-4G : 1.3~108 ug/mL) T 9~10
SR EE DVEIR (B 20vol% 7 & b= K U L)
ENEHR LT

A L 7R RIS A o L, ' — 7 R & B
BERICE > THLNTERBRBERYT DOV v
VB IO Y Y U EE (pg/ml) &



Kb, wAUT L > TREVh oA Y Y
%) =R,

B

Content (%) = x 100

W x 1000
72721, CIEABRIAR 1 mL 7=V OIE x4
D (ug), VIFRBREKOE (mL), WLk
OHEE (mg) THD.

B-5-7) a7 Id—EHVEBRAETY
YOVBMBHORTY V=V EERE RO
&

BIISINAE ZNTFLE STV DR ALEE
NANRY P UDEREEBBIIT I VY, a
Glycosylnaringin, o.-7 /L 2 3 VR L & A2 E & L,
ZORFIDHRT I = RO G & (%)
TR

B-5-7-1)F Y > ¥ 8 X O Naringin-G D E &
HLkE U728 1 g ZREEIZE YD, 7K 100
mL \ZEE LTz, ZOWikET 7 VBT AT
VR R (72 /3—F A k XAD-7HP)
50 mL % FE4E L 72 NEE K9 25 mm D AT T AE|Z
WX, 1402 2.5 mL O S Tt H S8 721%,
7K 250 mL CHEyg L7z, WIZ, 50vol% =4 /) —
JL200mL % 1 43MC 2.5 mL O S THRi L, W%
B RIRHSE. Z ORHIR 2B LT
EEEZNAmML & Lk, Fraris—+t
10000 BN Z AN L 55°C CIEMELZ 30 4y ik iE
L7z, &561Z, 95C T30 L 721, =
HETHALKEZMZ CEMIZS0mL & L,

AMRE LTz, ZOW3mL ZIEfEIZEY,
20vol% 7 & k= k U L& Z CIEMEIZ 50 mL
L, RBRIRIKE L=, BN L E &
TV > F X Naringin-G %) 10 mg % &%
WZED, 20vol% 7 & h= KU /LZEN L TIE
e 10mL & U, fEHERKE Lo, BRI
BILOEERERZZNZEN 10uL T2& D, B-
5-3 DIET/R L2 HPLC i Tobr Lz, &k
Rk o5V 2 U Naringin-G O B — 7
I An Y A I NTAEYER IR O F ) v
F 7213 Naringin-G ® B— 7 & Ar ZHE L |
WRIZ LY F VU ¥ KO Naringin-G D &
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R L.

OFVryrerEaHELET 255
TV EE
A 50
Content (%) = 0 x N >0
Ay 10 3
X100
Naringin-G & & :
C
Content (%) = SN Ag X 50 X >0
Ag 10 3
y 742.68 % 100
580.53

2L, WIREHEREE (g), ColdERM
Naringin-G Ok E (g) THD.

@ Naringin-G =& & T 585
FV UV EE

C A,
Content (%) = § N 50 X >0
WA, 10 3
580.53
X 100
742.68
Naringin-G & & :
A 50
Content (%) = O x 6 >0
WA, 10 3
X100

272 L, WITREHREE (g), ColdE&M
Naringin-G OERHE (g) THD.

B-5-7-2) 7 a7y I 7 —BABIC LY ERET S
a-Z NV a vV NVEREERDOER

B-5-7-1 DIETEHOLNIZAHK 20 )L &Y, D
— 73— A EE I AR 3 mL & EfEIN
Z TRV IR T-1%, 37°CCIEMEZ 5 4l
L7z, RiEFE THAEIL7Z b O 2R RBRAK &

L, HE 505 mm (2R DWSEEZHIE L.
KEFRIZIE, 7K 20 uL & VO CREBRIAIR &[RRI
BE LT a2 VT, BINCZERBR 21TV, il
EL7. 72720, ZEdlBRisikis, 7KK 40 mL
27 a7y 27— 10000 EAL A TRNL,
55°CC 30 syrfdfki& L7=1%, 95°CTHJ 30 43 fH



MEL LU 7=, =i E THAI LT, KEMZT
IEfEIZ SO0mL & L, ZeikBRisiR & skBRisin &
[ERRICEAE L T EZRIE L. B D
(+) — 7N a—RAEAERR (RE 0.5, 1,
2, Smg/mL) ZFH L=, 25 OFEAEATR
IZOWTIE, RBREIK & FIERICHERE L Tl
EAEREL, MEREIER LT, Z ORER
EAHIE LTI DO FE > B s BRI D D
(+) =7 na—ARELZRD, KAUTED
Jay 7 —VEIZ LY EMT Sa— 7L
TV EE RO T,

CxV 162
W x 1000 % 180
727170, CIEIRBRIRIE ImL H7=0 DD (+) —
TNha—AOE (ug), VI ITRBREROE (50
mL), WITEEIOHIE (ng) THS.

Content (%) = x 100

B-5-7-3) T U U = U EIER S B OREH
ROFHERRIZEY, BFV 7= B RD
GRE RO

Y o= R E E (%)

=+ V¥ 58 (%) +a-Glycosyl naringin
G (%) +70a7 T —B B XY i
Lica— 7 v a v Uik kg (%)

C.RERKVIEBE
C-1) 'H-qQNMRIZ K 5 5 7 v i oE
Ju FVOER

C-1-1) 'H- QNMR (Z X BE7 v N VEEHER
DEE

'H-gNMR %, A7 bV BICBIER SN DHHE
WG & ESRE D> 7T VIEFEIRE &
FEVREDREN S, HIESSEE Y DOIREE
EHEXIERT D Z ENARETH DH. Fo,
EEHH R L —P U T DR S T ARYEY)
BrHWbZ licky, BonsEEEOE
S KIEICM ELEHEE S 25, 22
T, KEOET vy RV~ k% W
ST DT, TRAEEELIZ OV T 3 T
T '"H-qQNMR I/ #1T - 7=. #%, '"H-QNMR
T, EEMEZ MR L& 52 V2020
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b5, REORMERMSEELR LIRS, A
2L, ZOWESRMNE VT 'TH-gNMR %217
ST, IRE, ALY T MEX, NEEWE O
AFNT T Ry TSIV EFENE (DSS-ds 1 60
ppm) & L, 8% ppm HAL T L. ZDfE
B, K2R T L9912, H-gNMR JlEIZ XY
Boni-E/7ny FVOHNMR AL kL
I, 80.8~3.0ppm fHTiCIE, 77V a iz
S B EUFRAL K FED L 7 FIVEE, §3.2~5.0
ppm FHITIZIE, BRIk 5 KkFES 7L
HRZThZEngigsniz. L»»L, Zhoo
FERICBIE SN VRS, S FHR O
DY T F N EHSHE IR E R 57
D, ERIZIS T D U 7 oy fi P O R E DY
HLEZ LN, —F, §5.57Tppm (ZHIE S
72 6 PLIZHRkRT BKRFE T Z L, oy
WD 7 v e+ S Tz,

E/RY RVOEEHRY 7 LELTHEY &
EZONE. FIT, ZOVTFAL Y RE
ZRHLEZLEZA, RI%ERERHEN. £

7o, ZOVT ANPGRS ERMEOM
KTEHENF 7= (RSD) 13 02% & BAFCTH-7-.

C-1-2) 'H-QNMR (2 X 5 5 v B+ o
E/BTFVOER

7 91> H ) 3 IOV T, "H-gNMR (2
L2570y FVOEEMELITV (n=3),
BoONTMEEZ LCIE (n=3) LiiglL7z. 72
B, 'H-gNMR Ti%, A7 ML ED®EZ 0y
N VHROI 7 F e FMEmD 7 F e
OYBERE 7R P A B LC, RITAETR LTZ §5.57
ppm (607) #HWTEZ vy RV EREZHEH
Liz. %7 h v aitiroeray RVE
BAFK2, KHHHO 'THNMR A7 kL&
3~5, LCZ7ua~ NI L& 6~8IZFNE
LTz, 27T X 91Z, 'H-qNMR 225
HEniz®s/ny FVOEEMHEE, LC LG
ST Bl & Lhl L C 6~ 13%F2E @\ O s 3
Llpol-. 22T, RE 22 H VT 2%E
NMR #lliZ (HMBC, HMQC) %47\, 43FW
DIRFEE 6NLDOKFEE OB AR LIZLE =
%, HMQC T, 6\ iDRFEL 7LD I,
HMBC Tld 2 ~3fiaBin /e 2 RV D



R L OMHENBIE SN o0, fthofbh
MINZHRT D EB 2 LN HHEITBIZE SN
Mo 7=. Chaturvedula 1%, 744 L VRl
L7co ot (S0gH) 1%, €7
VREELTEZBY RVOIINEZ BV R
IVa, 7 0L RVIRE, £E/7rv RNV E4aE
OT7 7V ay (7 uv—/, Mogrol) 1o
HOR LD R 4% v I E R
L7 1l—FF%Y —F/as RV ERGET S
TEERELTWDE Y, ZhenT Y ay
DIbFAEEEBETHE, T/ RVO6
NLDIKFES 7 F I DE 7 a s REO 6 if
DKF TN eI CE T, fiRe
L CEEESBRIZR -T2 b 0 EHER S
7.

C-2) RMSIZLBTH P DT s u
VRVOEERE

C-12 TRLEELDIC, Th i m T
E/EY RVOERBICBWT, tholEzEmE
& DIYBEEE & DFRA VD DRI Z L 7
V) 'H-QNMR TIZEENREETH D = & 23R
iz, 22T, ZOMEERIT D HiEE
LT, FHxHEEELRE (Relative Response
Factor, RRF) ZHW/=0MriElcElH Lz, 2
DFEIL, FEEWE T D RERIEEY
@ RRF 258 & 037056, FEVEWE & NEEYEY)
BHELTHY, EEYER I OESGLE
YV ORHERIZ I T DI5EE & RRF O BAR
5, HENSALEY L F—OERHAEN,Z2 0
BrlLlpwrua~v N7 7 0 —2FHLIZE
BVETHD. I TIE, 'HgNMR &7 B~ K
777 4 —EAEDE, EEOREIICE
T AW O IEfEZ R ARRHE VRS (Relative
Molar Sensitivity, RMS) 7> b HIEx LG %
ERETHHENERSN, BN SE~D
EEIFIHENTNWD Y, 22T, AET
IZZ DO RMSIEIC LD ERIEDEI Y RV 4y
Hr~O5 M W TRRE AT 7=,

C-2-1) E/ud FVBEOIZ =1 »®D 'H-
qNMR #|E
EF/u RV, 220nm L9 E&ERERNCE
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WK EHT D2 E05, 4O RMSIEIZE
JHEREMAESE LT, EREANCRKE 2
WHR K Z & B2 22Mi7e 1 7 = A 23R L
72. £7, RMSOHEHIZEHNT2E7a v~
VARSI O 7 A (BK) (Fk7 L
— ) O#iEE 'H-qQNMR IC LW HEH L=
(n=3). BT x=ANZONTIE, H9ITRT
X912, H-gNMR 2~<Z7 kL k, §3.0-3.9
ppm (2 A FIVHITHRT D 3 ARKD 7T, §
7.86 ppm (21, 8NPLDKFEICH KT H 7T
NENTIRE ST, 2095, §7.86 ppm
DT FNEERHY 7LV E L TGRIRL,
N7 2 OMEZBEHLIZEZA, 98.5%
(RSD 0.6%) THHZ LML, £7 1
2R VR OMBEIZOWTIE, C-1-1 IZE#
L72&912921% (RSD0.2%) TH-o7lz. =
NHEEIZ7uay RVEBXOD 7 =4 ORMIE %
EEL, LTORGEIToT.

C-2-2) H7xAVIZRNTHBEIBTRVD
RMS DEH

BT 2 A KT HEZS TS RV O RMS %
BT 5729, 31E (0319107, 0.639x107
BLU2.56x10° mol/L) OH 7 = A ZHBIT 5D
/1Y K VORMSIZOWTHH L.
7B, BMENCHER LT 2y R V6
(0.058x10°~1.86x10% mol/L) & L, B-4-21Z
AT LCHRUEEZHWTHREICHB L 7 =
AV 7Y RVIREREDHTL, &8 7 <
A VEEICBITARMS R L-. #£3, 4
BLOSITRTEIIE, FH 7oA VREX
DR ST RMS OFERNG, 17 oA T
T HEZET RVORMSIZ0.122 THD Z
ERHI LT, ek, BV vy R VIEMETL
TR W T RAF R EMREEZ R LTz,
WIZ, 364072 RMS (0.122) O M % FF
g 270, FEEDOH T =4 AZDOWTR
RED—RmEREZERL (X10), 6IRED
E7 Y RV OmEMHEZRAL RMS 2T
B/ Y NBEZEH GHEMHE) L, BER
EO(EM) L. ToORRE, £6, 7
BIOBITRT LI EEDE/ 0L RV
OFFBAE L FHEMEDOZEIL 6%, T THDH Z LM



MR S hr-.

C-2-3) RMS ZH\W=F b v i+ ot s
oy FVOER

ZHh v Y 3 FEIZOWT, RMSIZX D
T/ Y RVOEEMELZITY (0=3), £
o R VAR 2 W TER L7 BaEiR LY
HHShEgGEBELR L. K70 i
MHPoOEIry RVEREZE9, Ko
LCZu~ NI L%&K11~13I2ENEFNRL
o, BEEOH T oA rEHWTEH SN
&I h oAt oE S0y RV OEE
%, B vy R VERELZHWCERIN:
GRELABRRETRO LN o7, LB X
D, W7 xA e EEREME LT RMS Z#H
WESEI, T it o® s a s
NVOERIZAZNEZ 2 b,

CI)BRALE SV oo F I P rBIN
WAL ) UV DR

C-3-1) BEpi TV P DS E

BERALPE ;) o, T v vty e
TXARNI U ITINT ) N T AT 2T —E
(CGTase)) Z1E &, 1V vV ikx ik
HE b oo-1,4-glucan 5 (AR U v /L b —R) %A}
ML TR EZ SO MR TH Y, Eh%
BHE LTRIH SN TWD . REFFETIL, R
HFPY YooY v RPN Y v
Y DERESHICET S RMS IR M2 B
5T D7, RMS ORI M EE 22 f iy
U P UBORB AR, £, MERAET
Vrvr @B A172, #EF 2 C-2010) %
HPLC TH#r L7z 24, IM141TRd 7 m~ |k
TN ELNT-. £Z T, Peak D (Fr.D), E
(Fr.E), F (FrF), G (FrG) 33X H (FrH)
EOMORNGRE L, SHHPLCIZ X250 21T
S, ZORER, K15 T o, Hktag
AW ETIE, FrF, FtGB XU FrH £V
a-Glycosylnaringin (Naringenin ~ 7-O-[a.-D-gluco
pyranosyl-(1—3)-{a-L-rhamnopyranosyl-(1—2)}-
B-D-glucopyranoside] (Naringin-G, 8.4mg), Fr.F
& ¥ Naringenin 7-O-[a-D-glucopyranosyl-(1—4)-

a-D-glucopyranosyl-(1—3)-{a-L-rhamnopyrano
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syl-(1—2)}- B-D-glucopyranoside] (Naringin-2G,
15 mg), FrE X ¥ Naringenin 7-O-[o-D-gluco
pyranosyl-(1—4)- a-D-glucopyranosyl-(1—4)- o-D-
glucopyranosyl-(1—3)-{o-L-rhamnopyranosyl-
(1—2)}- B-D-glucopyranoside] (Naringin-3G, 9.0
mg) 33 & O Naringenin 7-O-[o-D-glucopyranosyl-
(1—4)-a-D-glucopyranosyl-(1—4)-o-D-gluco
pyranosyl-(1—4)-a-D-glucopyranosyl-(1—3)-{o-
L-rhamnopyranosyl-(1—2)}-B-D-glucopyranoside]

(Naringin-4G, 7.6 mg) % Z L AVHLEE L 72 (X
16). 72%, A4y LY Naringin (4.8mg) % f
HCHRBELZ. £/, B2 (C-2010) 0.8g%
FHWN=43E 226,  Naringin-G % 13.3 mg % Hiff
L7z (M 17). 7236, Zhb O PG g &
M7 (ESI, negative) 33X UYNMR ('H, °C, 'H-
'H COSY, HMQC, HMBC) (Data not shown)d:
v IFE LTz,

ESI-MS (negative)

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

C-3-2) '"H-qNMR (2 & 5TV Py, BT
VUoPUVEBIN4— FuxIi ZEFBRA T
IV D EE I E

FU Uy, BEERALT Y Y U HHIE, 280nm
FBEO 340 nm (TR K % LA T
HbH. TS OWIHRKCSCEL P E BB, 4
Bl RMS EICBIT A EEMEMRE LT 4—t
Fa U ZRERATNVEER L. £, T
Voo rEEafiEnE 3% RMS IEICL A8
LT U > VO E RO W THRE TR
L7z, 9, IEfE/2 RMS OB HICH -0, B
L 72 Ab A9 <0 1 WG K oD 15 e 7 i 8 2 B & 7
IZT D2 EITFERFICEETHS. £22C, Th
5 ORI 2B 6202 T 5728, 'TH-gNMR %
HZ L& L7z '"H-gQNMR %, A7 FL B2
RINDEEWE L WERNGMED Y 7T v
AR & E/VIREOBRD S, HIESSbE
MOREZHRIERT S 2 ENAETHD. £
7=, BFEEHF L—H U T ¢ DR S
WWEEZHNDLZLicky, o EEMD



BN KRIE I E L= FETH D, £2T,
FLHORTHESRMEEZH TV Py, BElisr
TV VUVHBLIW 4— b Rax U2 BEmR A
F IOV T'H-gNMR 1T o7, 7233, by
7 MElE, NEEWZEOAF LT a v 7
V% FEUE (DSS-ds : §0ppm) & L, SE% ppm
BN THRLE. TV P rBIOWIRA T Y
TUTIE, K18ITRT L ST, 'HNMR A

My B, 8 118 ppm fTiTIZT A ) —AD A F )L
FEicHRT B> 7 F 0, §2.70~5.60 ppm (2T 7
Vay (FULHF=2) 2465, 360k L0
ERICHKT D> 7T, §6.00~7.50 ppm (2T 2
Jay (FUVFr=v) ICHkRT L7 un
TNENBIEINTZ. 26D 55, §7.36ppm
ICBESNET ) =0 02 EB X6 ML
KFINCHET DT, o T+HROv T
T L SIS T W), T Y
BIXOWEENL ) v HOE B Y v
ELTHEYEEZONZ. £2TC, 2OV IF
NEVHIEZEH L2 A, ZNLOMET
KI0IZRTHRERTHD Z EDVHB LT,

4— b Rax v ZEEFEMHBA TNV TIE, §3.82
ppm (2 A MR HEICHRTH T, §6.87
ppm (2 3B LN SMEOKFBIZHK T H 7T
v (KFEH2), 87.84 ppm 2 2B L N6 (LD
KFEICHET DB 7 OkFEH 2) BNENE
e (K19). 2hbnH b, §6.87ppm
DT F NI 7.84 ppm DT 7 F /L L0 fil
EERHBLEEZA, 93.9% (§6.87ppm) F k&
1 93.8% (8 7.84 ppm) fEF L ip o7z, 2D 9 b,
56.87ppm XV EH I N/-HMEE (93.8%) % 4—
t Nax v ZEEFEBATFTLVOME L L TR
L7z.

C-3-3)4— b FuX U REFEBRATFNIIHTD
FY Dy, HEEMNTY P UED RMS OR
H

4—t e U ZBEBRA T VKT 5T
vy, FEEALST U ¥ A (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) ¢ RMS
ERGETT 5720, 10 (5.8,7.0,9.3,12,23,28,
46, 56, 74, 93 uymol/L) D 4—t Ku ¥ U ZRF&
it A F ISR, 9 FTIT 10BEDT Y VU
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K OWEEENL TV ¥ VIR A B-3-3 2R T
HPLC &2 HWTHHT L, 557245 mRE
BROMEZ DS RMS 5 L=, X201
T LI, 4— R ZEFHRAT I, 7
Vv, BEERAT T U oY D B EAR O E
£2E5001% 0.9997~0.9999 & BA4FTh D Z L D3RR
Eniz. - T, Zh b DEIFERRIEL RMS OR
HICRIHTE 3 B2 6Nz, £2T, &RIGF
EHROME (FY ¥ 1 12795, Naringin-G :
12785, Naringin-2G : 12738, Naringin-3G: 12724,
Naringin-4G : 12859, 4—t K1 & 22 B & A
FIL 1 10352) 76 4— b Foa X2 5 A F
IS BT Py, B Y UHEHD
RMS#HH L7z Z A, RINIIFRT L D121.23
~124 THDHZ ENHBH L.

C-3-4) TV PV T BT P
¥HD RMS DHEH

WIZ, TV PNk DALY v
¥ RMS Z gt L7z, C-2-2 DIE TR L7=40A]
IREAROMEE ST U P kT B PR
TV UVEORMS ZHHLI-EZ A, £ 12
IR T L DI 0.994~1.00 THDHZ LHVHBAL
7.

C-3-5) RMS #AWEERAE TV T B,
FOFV OB IOHEBMNT Y P DE
=

BRI T U o B 2 FZ OV T, RMS
(NS R AN NG ST O)Y - 3 127 1Yy Rl BV
(Naringin—G, Naringin-2G, Naringin-3G,
Naringin-4G) O & &HEZITV (0=3), FHE
KR EAE & Lo ERIEIC L RS
Nleagg&e Lz, SEFERMHETY) v 8l
MHOFT U VB RIOWEEGN T Y E
BAR 13 BLUE 14, FEERLET ) D
HWEDOLCY7 n~ b7 T KMIK21IZENLIUR
L7z, 4=t Fad v BEFMA TNV 2 E &
& LIZRMSICK VRSN FT U vy,
PEsRAL T U > ¥ - #H (Naringin-G, Naringin-2G,
Naringin-3G, Naringin-4G) O &34 E x5
DFEAL 2 W TofEs i EfRIEIC L B S
FaBEEAEREITIRO N o1, FT-,



TV rEERERAEME LI RMS 12XV HE
HENTHEERN T ) VP UV EOEEIZOWT
by, S MERF GO, & O T i BRI
FvEHShEBLAERETRD LN
N,

WIZ, BRHMRMYAEZIZB T, BEROH
ANANY DUEOEBEETRASRTWS S
W (PERIE) [T~ C, BERAE T Y v 8
O U U = VARG BARE L,
R L7z 4— b ReX U ZERMBA T IVEER
AR ET D RMS IEICk sk bhnizr Y
CUBIOHEEEN S VUV EHOGEREDOAR
BEER L. ZO/E, ABEICLVERS
NIk T U o7 = Bl RS &I TH0E 1 (A172)
T 12.9%, k2 (C2010) T29.3%TH Y, RMS
Py (VI = N s B 4 W el U BV ST O -1 =Y (VA
TV UEOAREM GUBH L 6.4%, B2 :
193%) LV @EVWEZTR L (F 15). 2t
RMS ORI EXFE25% Naringin-4G £ TTHDH Z &
WCEERLTEBY, 2 b L0 BT 50
FORWEERA T ) P U HOS R o8
BORWOIIEOEEMOBENICRKE S EEL
~boltEZ LN

C-3-6) 7V > X U Naringin-G 1% &
THRRAET Y VBB FORT Y F
=VEEARDOER
RIETHR LI L DIE, #IRBELANY
INEBIZRBIT DEERLBEAARY D DSy
BUEIZBWT, AR LT VR ROE &
DEEFELE LTI Nary I T—8EHWE)
ERHESNTWS., ZOFETIE, #Eto
Jnay I 7 —BUHE, ~AXY T, E
I TN av s AY U (Hesperidin-G) 35
K ONERE L 7ma— 7 v a v VR EREE ENRER
EwmL, £OEREMERANANLF EHER
DEEELTWS. AR TIE, ZOHiELY
SEI\CEEFRNERT Y P BT oS U v
T U EREIR O EBIEOMN i A D Z b b
Lz, 728, MRS F UEFEROE&IC
FBUWTIE, Hesperidin-G DA% E & HIEM & L
THWTA~ARY V8 KT Hesperidin-G D&
BERMTLIIIOBESNA TS, LavL,
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PR T Y 2 28T, Hesperidin-G (2
#%% 3% Naringin-G IZHIR S T2 &
no, ZThzazE&MEme$25 2 LITREET
b5, —HT, TV UEHRENTE
0, WEHZMETHDZ LD, ERIEEN
ELTHAT S Z LI XEN 2N ED L
bz, T, ARETIE, B-3-11TRL
ol PV Y rEERAELE LT
Uk L Naringin-G # B 72 515 (A
1) LRI AT DU DR B H
L 7z Naringin-G # E&{EEmE LTT U ¥
> ¥ L Naringin-G B 95 Hik BiE) ©
2ODIEITHOWTHFIL, ENEnn6E6
N7=F VU P LU Naringin-G & & & iR
Lz a-Z Vv a v VR EE AR L, a0k
TV U= VR G R LT, RS
LT, BT oo L 2 fl A T
Rt AT o TR R, K22 B8 KO0 1612777 &
N, MIEXVELNTRT Y 7 = ks
REEITZERETHL Z ENHIALE. £
72, AEO¥T Y 7 = UL A S B RSD
X31% LT & RIFCTH ST,

FE A

AL TIE, BETFIRINY) O Ry Bk R BRE
ORI L OKEEDOR B LT, 7h>
FHHE S K OB U U o Rtg b

L72 '"H-qNMR | L % & L OV 'H-gNMR &
LC # A G- EVEE (RMS) %
AN EBIEIC OV TR EZIT- 12

Z 72 I T, 'H-QNMR B2V T,

BoN=3FOT h s aEmTh o7 v
RV OGEEIE, LCOEERMEE i LT 6~
13%EEEmWERE R L, ZhuE, EEICH
W2 6 (EDIKFBIZHEK T H T FAunE s v

¥ RV OERWEICHKT L T F v E 45y
RYBEN RS- TWRWZ LICERNT S & &
Zbhi-. tho'r7/as FVHEOT 7L
WZOWNWTh, T TFHOMOD T 7 F o8k
SFCHRT DT EOERY BNBERIN
722 &b, B EEDRWAIEIZ L 5E
suay RVOEEIINETHY, A%

D.



HRDMANBELEE 2 BTz,

—75, RMSIETIX, B7 A v & ERE
e LT, 7= THEIRT RV
O RMS (0.122) LW HEHINTEI BT RV
OEEY, PERE (£ vy RV a2 ERHE
& LTHWEEE) Lol on-ad&sf
BRETRD NIRRT, (- T, ARk
DOENTZRMS VWA Z Licky, Thoh
PO 70y KV OEE&Z IEfEN DL
ICERTE D2 EAVH L.

FEBALER ) T, RMSIEIZBWT,
HEXMNG LT R ERERAES -k Fe¥
VEBBFBEATN) KT HTV VBRI O
PEERAL Y P D RMS (1.23~1.24) 12X
B SN =AHERoE I, fekik (5%
EXRR AT & LTt E&fiis) LoiEon
FEREFEREITRD Lo T2, [FERIZ,
TV VKT DALY Y D RMS
(0.994~1.00) |2 XV HH SN/ pEsfr Y >
VUEBIINRELVEODNEEELARE R
EIRO LN o2, 1o T, AERD BN
72 RMS ZH\\WB Z Lk, BB o~
DU DT Y D ORI ) Y
(Naringin-G, Naringin-2G, Naringin-3G,
Naringin-4G) D& &% EMENOZMIZE R TE
DT EWNHA L., —F, RO Y U
B hOREGAT Y Y il oW T,
Naringin-4G (2 & HITEkA4 2R ORY <)L b
— AP LA EMBFIEL TND Z &R
HATHDZ LD, EOLBVWORHEEL D
OWEERNL T ) VU E TEEEONGLET S
MEWREIZT 52 LT, RS VB
O Y = UG BEOBE TR
7% RMS IEOFIMEREEL LD EEZ LN
7.

F7, BEBLPFEANARY O DA I
BWTHEERL WA vaTr i 7—8a A
W EESB L LTORSLTEREE (ATR)
X, RS U U
= UEEAOEREE LTHAHATHD Z &N
M L7, £72, ZDOF1ETIX Naringin-G O
EBEITOMENS D0, GEROBEHITEN
C Naringin-G &7V ¥ Doy & 25
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H
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E MM
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0 5 10 15 20 25 (min)
14 RS Y oo o~ N7 T A
B BT (A172), B EEE2 (C2010)
Sample (A-172)
(409
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 FrD-2 FrD-3 Fr.D-4 Fr.D-5 FrD-6
FrE-1 FrE-2 FrE-3 FrE4 FrE-5 FrE-6
(1.7mg)  (1.9mg) (7.6mg) (0.5mg) (0.3mg) (0.6mg) (1.r3 mg) (0.r1 mg) (g.ro mg) (1.ro mg) (o.r1 mg) (1 N mg)

Naringin-4G Naringin-3G

| Prep. HPLC (Condition 2)
I I I I I I |Prep HPLC (Condition 2)
Fr.F-1 FrF-2 FrF-3 FrF-4 FrF-5 FrF-6 T T T 1
(24mg) (0.3mg) (04mg) (15mg) (0.8mg) (0.6mg)

Fr.G-1 FrG-2 Fr.G-3 Fr.G4 Prep. HPLC (Condition 2)

(25mg) (0.2mg) (4.8mg) (1.2mg) [ I I I I ]
FrH-1 FrH2 FrH3 FrH4 FrH5 FrH6

Naringin-G (0.1mg) (84mg) (0.1mg) (0.1mg) (5.0mg) (1.6 mg)
Prep. HPLC (Condition 2)

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

Naringin-2G  Naringin-G

Naringin-G  Naringin

15 BERAAET ) o g GRORE T 2 AL72) 00D OFRERAL T U > 2 L HH O B
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Sample (C-2010)
(0.89)

Prep. HPLC (Condition 1)

I I 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) (27 mg) (35 mg) (20 mg)

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

Fr.g-1 Frg-2 Frg-3 Frg-4 Frg-5
(1.0mg) (0.4mg) (1.0mg) (13.3mg) (8.8 mg)

Naringin-G

17 B Y oo B GREE2 0 C2010) 75 @ a-Glycosyl naringin (Naringin-G) > HLEf
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# 1 'H-qNMR I 7E 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 'HQNMRBEXQRLCICE B 3D T o mitmho® 7oy FVEBEORE: (n=3)

B S8/ (%)
Aokt )
H-qNMR LC
1 33.7+0.4 27.1£0.3
2 62.2+0.8 49.6 £ 1.5

3 33.24+0.7 22.0£0.8
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F£3 W7 x4 (0.319x10° mol/L) 12Xk 247 0y R VIEE XY EH IO/ VEE

2]

BT A E/uy RV ‘
E/VIE (mol/L) v — 7 mfEfE EVRE (mol/L) B — 7 HfEE e IR
0.319x10° 1873307 0.0580%x10°° 39944 0.117
0.116x10~ 80798 0.119
0.232x107 166419 0.122
0.464x10~ 326601 0.120
0.928x107 649288 0.119
1.86x10° 1247291 0.115
S 0.119
TR 72 0.0026

Fa4 7 x4 (0.639<10° mol/L) 2k 2457 0y R VIEE XY HEH IO/ VEE

N7 =A VA=A ‘
EVRE@molVL) E—rmEfEE E/VRE(molVL) v — 7 EiEE FATE R
0.639x107 3619362 0.0580%x107° 39944 0.121
0.116x10” 80798 0.123
0.232x107 166419 0.127
0.464x10” 326601 0.124
0.928x107 649288 0.123
1.86x10° 1247291 0.119
T 0.123
FEE(R 2 0.0027

£S5 7 x4 (256x10° mol/L) IZxPT HEE7 0y R VIEE X HEH I - O /L E

BT A VA=A ‘

/LR (mol/L) E— 7 [AEME E/VIREE(mol/L) v — 7 EAEE e /IR
2.56x10” 14462844 0.0580x107 39944 0.122
0.116x10° 80798 0.123
0.232x107 166419 0.127
0.464x10" 326601 0.124
0.928x107 649288 0.124
1.86x107 1247291 0.119
E 0.123

FEYE(R 72 0.0027

124



F6 Ty RV OREREICET A2HEM S HEMOLE: (I 7 = A B 0.319%107° mol/L)

E7 vy RVIEE (mol/L)

- Bias (%)

T Bl R EE
0.0580x10 0.0561x10~ 3.4
0.116x10~ 0.113x10~ 2.3
0.232x10 0.233x10° 0.6
0.464x107 0.458x107 1.3
0.928x107 0.911x10~ 1.9
1.86x107 1.75%107 5.7

#F7 70y RVIREICET DMEMEFHRMEOE: (17 = A »EE 0.639%10° mol/L)
7 vy RVERE (mol/L)

PR S5 Blas ()
0.0580x107 0.0580x10 0.01
0.116x107 0.117x107 1.1
0.232x107 0.242x10" 42
0.464x107 0.474x107 22
0.928x107 0.943x107 -1.6
1.86x107 1.81x107 2.4

#8 T/ RVIREICEET H2MEMEFHRMEOLE (17 = A VR 2.56x10° mol/L)
7 vy RVERE (mol/L)

P S5 Blas 00

0.0580x10~ 0.0581x10° -0.1
0.116x107 0.117x10° 1.2
0.232x10 0.241x107 4.3
0.464x107 0.475%10° 23
0.928x10” 0.944x10° -1.7

1.86x107 1.81x107 2.3
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R 2HOFIEC L DK T HEh O 70y KV EREOLE (n=3)

FES6 B VIR
OB} 7 = A PR (mol/L) HscH i B
2.56x10°  0.639x10°  0.319x10°
1 27.9 27.9 27.0 26.9
2 54.1 54.1 52.2 52.0
3 24.6 24.5 23.7 23.6

#10 'H-gQNMR LW R EN=F Y Py, MR-V oY U8, 44— Frdy
WREBA T LOE R (M)

i (%)
T 81.1
Naringin-G 65.8
Naringin-2G 61.3
Naringin-3G 55.9
Naringin-4G 60.9
4—t FuFx o ZBERATF IV 93.8

F£11 4— XU ZREMBA T IVIIHT LTIV Uy, ALY V8D
FHXTEVEE (RMS)

RMS
F v 1.24

Naringin-G 1.24
Naringin-2G 1.23
Naringin-3G 1.23
Naringin-4G 1.24
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#F12 F U Tkt AN Y Y L EOMRTEVEE  (RMS)

RMS

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

F13 BN REIC L DEESENM Y oo GREHL : A172) FoF) Y,
PEEAAT U Y B O ik

RMS% RMSiE

Standard: 4-£ R0 ¥ L ZREMA TV Standard: 7Y ~ ¥V TR
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

F 14 B FREIC L DRSNS o GREF2 0 C2010) oo U Y,
BEHAAT U D A RO g

RMSI%E RMSE

Standard: 4- £ 1% LV ZRAERA F /L Standard: 77V > ¥ R s
Content (%) RSD (%) Content (%) RSD (%) Content (%) RSD (%)
Naringin 5.7 0.1 - - 5.7 0.2
Naringin-G 35 0.9 3.5 0.9 35 1.0
Naringin-2G 4.2 1.0 4.2 0.9 4.2 1.0
Naringin-3G 3.4 1.0 34 1.0 3.4 1.0
Naringin-4G 2.5 1.0 2.5 1.2 2.5 1.1

# 15 RMSIEBLOMERIEIC L BH SN BEE0E T ) oo B okt ) v
7= RO RS B P

RMSIE (%)  TERIE (%)

AEH 6.4 12.9
vl 19.3 32.2

RMSEOE &I, VU P BRI ORI Y > ¥ (Naringin-G, Naringin-2G, Naringin-3G, Naringin-4G) & &0
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# 16 KRB O T U 7 = R RS B (n=3)

AEH (A172) kR (C2010)

AVE Bi£E AVE Bi£

Content RSD Content RSD Content RSD Content RSD
(%) (%) (%) (%) (%) (%) (%) (%)

FU T 1.7 4.6 1.7 4.6 5.8 4.9 5.7 4.9
Naringin-G 5.2 1.6 5.2 1.6 14.1 2.1 14.0 2.1
a— 7L a3 Uik 6.0 3.2 6.0 3.2 12.5 34 12.5 34

WU T = U RORER 12.9 1.9 12.9 2.1 323 3.1 322 3.7
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