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#+ 4 £ (ERIOBOTRYAE FOLIUM)

- SR
PRENERES Y FR PR EFHE 104

REZAMER
(- ) HPLC % %2 k47 4 1
Waters €2695 Separation Module > # 7 Waters 2998 ~ Photodiode Array Detector ;
B ? 1. COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 pum) °
(2 ) UPLC % %2 k478
Waters AcQuity Ultra Perfermance LC » # 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; % 45 ¢ 1 Fortis SpeedCore C18 Column (100 x 2.1
mm, 2.6 um) °

ERHRFEEER LR
(=) #4
" B (HPLC grade)p-¥ »t X 2 45 1o @
fﬁ"?xﬂffﬁ 53 ] N F o
(Z) #REES
4 4 % s (Oleanolic acid) ~ i % fé(Ursolicacid)p- 3 >t L 2 F» L3 2 9 > &
B 98%11 oo

; ¢ f&P%(ammonium acetate)p

L
(- ) R EEB =i
ek k4o PR 1.0g0 B SOmL e § ¢ Bagde
» PR~ T5% R~ o i~ 75%e B E 25 mL o A2 4R I 2 (3 5 300
W RS 40 KHz) 30 48, s 10 = 484 4000 x g) » Hifa(Syringe filter,
PTFE 0.45 pm) » {8 o & 4- 10 uL ;x » HPLC » M #*p| {8 % s & € 2 A
LR CE = NN T | P N o L R

(Z) G EPfmi

BREARP- A 5 A (B 5 20 Bé ) 1.0g> & S0mL & F ¢ o BrE

fer PR 25 mL 0 AT k4R T RJE(F F 300 W #F 5 40 kHz) 30 A 48 0 A

w10 A 48(6 4000 x g) > ™ No.l Jh ik 0 PRk # » 25 mL 2 5,

¢ e ® AR T %R 0 4453 £ i s (Syringe filter, PTFE 0.45 pm) » T {8
10 pL i1 » HPLC » 2 A30A €45 F 4 = % 8 5P~ 24k > 2 7]

%
Yy

¥ i
AR E PR D 0 O A B e o
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(Z) HEBERESRR
1 Brefio$ RiE % S AR S 40mg - 4r 10mL 07 B =5 1mL 7 &%
%k 400 pg SRR AR SRR g AR o 3 T EEARRR D B S k50 pg/mL
B RSB
2. BREAHPHBAEE TR 40mg o e 10mL 07 B AE I mL 7 iR
400 pg ¥t PRI SRR E AR 0 £ ERAF D LR 100 pg/mL B A 4
PR AR LA R o

(2 ) &3 R
BEEAD A Fof5 A (B No.20 # )9 1.0g B 50mL g § ¢ 0 daghe
> g 25 mL o A2 R IR T ARJE(F 5 300 W o 4F 5 40 kHz) 30 4 45 0 drw
10 A 48(% 4000 x g) > 12 No.1 Jla ik » A RIS EAF /I 1 55 £ B iR
oA~ S0mL 2. F £HLP o4 ¥ FR T % R 45 3 £ B u(Syringe filter, PTFE
0.45 pm) > FEF o

() plasz
A B pr e Bogt AR 5R R~ fe S5 0% 10 ul o 2~ HPLC » Rl 2o
RS R E AR BB SR RO R T

(=) RER

L. B Fesn P g % B3 R AR 505 0 3 % 4 B (400 pg/mL) - 04 7 FRAFR S 2
A g S fa & B 5 2005100 ~ 50 ~ 25 ~ 10 pg/mL e PR AR 8 504 % o 0 b R %
B 10 uL » Bl » HPLC {7 T8 A 45 > 1% $HRiR8E 52 % 5 ff(y
p)fost AR 2 R R (x fh)R TR fF T RERERL S AR y=ax
+b 2 iph Ec R o

2. BFEeR Pl Pt PR RO RS & 3 R (400 pg/mL) 0 02 T ERARTE S 7S
S A w5 200~ 100 ~ 50 ~ 25 ~ 10 pg/mL s BRI 505 5% o 10 Bk & B
10 puL A& &lid » HPLC & 7 & & 47 » f1* $RARE &2 % 6 fi(y fh)fe
HREESZ ERE)EFRMEYF > & L FREINZ A y=ax+b
LAp b GE R

(=) HHRPH
1 AR %S SO ug/mL 2 $H PR AR I 0% R il A8 4% 5 44> AR R Rl et
oA stk RO EHER L o
20 MR SRS 100 pg/mL 2o $ R AR F0R R il AR 5 4 iR e i G
et KodpgRRE L o
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I €4 B -7 Eph BB A R EER R SRR EUE 22T
e S bk EEHE SRR BRI U EARERE RO R (%)
Fp ko RO HIREL
2 AEEE Bl - B B pf EEHE A ki EEHBR SRR UL 20
FipEERHE AR A8 024824 PFiERipl T MBS
oz fukpiing £ o dpth o FOAREREL -

(1) WipHE e 2 8 1B %
1. % @4 *(Limit of Detection, LOD)  #-¢ 4rik & 2 4 573 7 7 $74F§ - &
MAFLFEIL L =3 2 ER A WPHRIIGIE -
2.7 & & “l(Limlt of Quantification, LOQ) : #-2 sk & 2_ &8 504 7% % i
ForrmE Rl S =10l kR 0 T T EBIUGIE o

(1) Frew fodidse
Lo Bee o bt 7 Rebp s EEHE X 560 5 DB 05g0 4o B
Bk LOmg 3Rk S WA R TR
2. Poe At Rp g B p EERE A S 0 F B 05 g0 bor Lk
fe4.0mg > ¥ et Sip o A R AR TR

(< - ) HPLC A #5 5 i
1. & 47 ? : COSMOSIL 5Ci3-AR-IT Column (250 x 4.6 mm, 5 pm)
2. B E UV 210 nm

3. ;i ¢ 1.0 mL/min

4. FHLE R 135°C
5
6

caar £ 10l
CBbeAp
F¥ ¥ (min) " (%) 0.3%2 it ¥(v/v, %)
0 85 15
30 85 15

(L) 2&7 e pp TEHZ ER T
B0 7 B EEH B SARAG 2 UG R ERR L 10
UL @ 3 451 » HPLC » #717 T 3ok a8 6 4 e fpar 1 25835 5 4 245 %
e i ey At 7 £ o
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(+=z) 4 £ &2 UPLC » 370 %

1. k454 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%BIAE UV 210 nm
3. ik 0.4 mL/min
4. FHLE R 135°C
5.0 ~% 1 1puL
6. #HAp -
P ¥ (min) ? A% (%) 0.3%¢2 far=(v/v, %)
0 85 15
8 85 15
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I~E%
(=) HRRE A % et %2 HPLC & 47
TR 142 A8 AN T BB SREBEE L E(R-) 0 NFY
PERF 152 & 4B Rabgor i S P R AR O (R - ) -

5

L
t\g

T T T T T T T T T T
10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

6.00 8.00 30.00
MMMMMMM
Bl- ~ ;S RERIEE 5% k2 HPLC & 47 B
0.30
0.254
0.201
2 0.15 ﬁ:;: % ﬁ/;‘z
0.101 /
0.05 //\
o.oo—v————-qf\\——/\
0.00 2.‘00 4,60 6,60 8.‘00 10.‘00 12.‘00 14‘,00 16.‘00 18.‘00 20‘,00 22‘,00 24.‘00 26‘,00 28‘,00 30.00

MMMMMMM

Bl= s % RS RAR I 503 7% 22 HPLC & 7 ]

(=) % 4 ¥ FHHe &2 HPLC & 17
SR G 1439 152 4 S BB B E F M RS B
Jo ok Rk (R12) o B R EE fL R B (R)A Y5 166 2 1.67 0 # &

13 (T) ~% 5 1.06 2 1.035 ¥t % sig * &8 fp o

T T T T T T T
14.00 16.00 18.00 20.00 22.00 24.00 26.00

Minutes

B= 7 &4t F Ek 52 HPLC & 17 B
Ao S ABRERAL SR SR EE LTS

T T T T
8.00 10.00 12.00 28.00 30.00

B P

P

A 30 _‘_%

1.66

1.67

¥ B TS

1.06

1.03
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(Z2) BRI
ne ﬁ%/{:}/& P /{:,\'lt;f’\—ﬂé": & ;ug*iﬁibﬁ_%g@%%ﬁgi F;%ﬁﬁm’ﬁ‘i& o
ML BT IMARLEEFERRE(R D)

- X \ >
2o A RERBEER

A B SRR EG fE | REBRAES | REFR
v fE 384572 1633946 V
75%° f% 57318 42090

ik 290504 1179241

75%¢ f% 305639 974914

(2) bt Fo i
BEETER2AAAL S BBREMRE FEREP R XFE RS0
98%) (% =) °

2z ph B S5 G R

v ﬁ? Ak Bk o R ok EAE G
5 1= 283271 1182813
502z 54340 325602
¥ 3= 6170 9499
5 4 = N.D. N.D.

() HREESHRERE L EREER
L E2 REARBRFREOBEp AR FF BE(y)TEIDRER
S 4238 5 y=5067.5x + 5929.4 » R*=0.9999 » & % k& % 10-200 pg/mL F
HF SRR (B2 ) o

1200000 - g % fe
1000000 - y=5067.5x + 5929.4
800000 - R>=0.9999
.:,1‘2;‘

600000 1

u 400000

200000 |-
0

0 50 100 150 200
Jk & (ug/mL)

Ble ~ Ak b NE
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2087 PORR R RECOFE D FATRE R nF BE()TE I S B R
2385y =4152.0x + 21528 » R2=0.9992 » A7k & & 10-200 pg/mL § 2
e B (BT ) -

900000 js % e

Sooo0y Y =4152.1x+21528
R?>=0.9992

600000
¥ 500000 -
'S 400000 -
300000 -
= 200000 -
100000 -
0 1 L L J

0 50 100 150 200

JE B (ug/mL)

Bl ~jo5fz i Nm

e s ARBEMRE ISR IBERS 2N

HEEE 5 ik & (ng/mL) w25 R
A % il 10-200 y =5067.5x +5929.4 0.9999
it & pa 10-200 y =4152.1x +21528 0.9992

(=) H%AEF%
FokE%ET o 1% HPLC T8 ok 248 > BESEE 1 %
Fatt % B 2 AP SHEE £ 4 %] 5 0.26%2 0.12% » 394k S * & fKp o

(=) AR TR
LT 0 J1* HPLC 28 i chE4fliad » BmSE s L%
FLE AT 2 dp R £ A B 5 134%2 1.30% 0 355 5 seif * & P oA
AR R E24 ] RN RO R ERE L 4 B 5 0.95%2% 0.96%:
RULB L ENF RS E L ER RS BEY LR

(~) WpHR' e 2 8 1R 1%

A PR E 20ug/mL(B> ) 2B &S 5.0 ug/mL (B - ) -
fr kA RHETE 1.0pgmL (B ~) > &L 5.0 ug/mL (B4 ) °
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004
003

002

001t} /
RN
T T
0 400 600 8.00 1000 1200 1400 18.00 2000 200 400 00 3000

B~ i 2 1 RE U 47 )

fa

Bl- ~ Bk pz LE&TE 7R

mmmmm

o ,\.‘LJ\W_M”_JW,WW
T LM LI ML VRIS L e
00 20 40 6 8D 000 @0 W0 600 80D 2000 2 400 Z0 20 00
Mnutes

B~ ~ 2% 2 i LA 4 B

»»»»»»»

%21 ~ LIRS T
¥ R 38 P Ak fi= % B
kR R.S.D. (%) kR R.S.D. (%)
H%AE (=5)| 50 ug/mL 0.26 100 ug/mL 0.12
E4 . (0=5)| t& &% % (No.3) 1.34 &% it (No.3) 1.30
BT (0=5)| & &% ik (No.3) 0.95 & &% 7% (No.3) 0.96
1 p4E " (n=1) 2.0 pg/mL . 1.0 pg/mL -
& Un=1) 5.0 ug/mL - 5.0 pg/mL -

(L) 7 e v fef3d s
A S0 e v ek b 98.0% o i BHEE A 5 211% (47 )
fo b T o e w e B 97.6% 0 AR HERE L 5 1.65% (% <) ¢

oo BB R R w F
po |FPHE| §F3 2 | ser® | RIWE | wied | Towfek| RSD.
) (mg) | (mg) | (mg) (%) (%) (%)
1 0.5014 0.8148 1.0 1.8111 99.63
2 0.5013 0.8146 1.0 1.7882 97.36
3 0.5019 0.8156 1.0 1.8224 100.7 98.03 2.11
4 0.5013 0.8146 1.0 1.7872 96.81
5 0.5012 0.8145 1.0 1.7711 95.66
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Z:}'\": ‘F“%}ﬁ&/ 4(‘?‘“](—1

ZHfL| 77 £ her g2 | BIEE ¥ | T w S| R.S.D.

o (2) (mg) (mg) (mg) (%) (%) (%)
1 | 05014 | 42356 4.0 8.0457 | 95.25
2 | 05013 | 42348 4.0 8.1805 | 98.64
3 | 05019 | 4.2398 4.0 82111 | 99.28 97.55 1.65
4 | 05013 | 42348 4.0 8.1025 | 96.69
5 | 05012 | 4.2339 4.0 8.1496 | 97.89

(+) 487 b EFHz TR T

10 #4443 &2 7 £
§p01790218%’p~ “g
7 # 5 1.014-1.195% i%’l%f&'*’pv%f&mmz 3 E0.7%°
@;ﬁﬁg{ﬁzﬁ@%mm&% & r@z M3 5000 (F % 5 13381) 0 45t S
L B R MO 5000 (F B S 12597)

i‘é‘—%(g J#r’r‘)'&\’?z\ A B ,;ﬁ%’l%ﬁigﬁg
£ 5 0.835-0.980% » 4 % fe 17 jL % b e

FACAET LR EEP RS L BRERE LERDEE

2 5 BpEp i iRz £ A S fh -
(No.) (%) (%) R 7 £(%)
1 (NC) 0.206 0.989 1.195
2 (NJ) 0.210 0.924 1.134
3 (NRA) 0.179 0.835 1.014
4 (NX) 0.208 0.921 1.129
5 (CA2) 0.198 0.934 1.132
6 (CB) 0.197 0.848 1.045
7 (CH) 0.215 0.978 1.193
8 (SCB) 0.218 0912 1.130
9 (SK1) 0.196 0.882 1.078
10 (SUA) 0.193 0.933 1.126
I 33E+S.D. 0.202+0.012 0.916+0.050 1.118+0.058
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(£ =) ¥4 FEH2 HPLC 45 ¥ Bl erud =
P10 447 &g E F PR &A% £ 10 pL etk o i 7 HPLC 43 % ]
Hoeripl e

1. & +7 ¢ : Cosmosil 5Cis Column (250 x 4.6 mm, 5 um)
2. ¥pIAE UV 210 nm 3. s 1 1.0 mL/min
4. AR R 135°C 5.4 *% 110l
6. ##4p :
% ¥ (min) 7 (%) 0.3%2 it 4&(v/v, %)
0 85 15
30 85 15

PN
8

008
3
004
2
e
g
W—J l
000

T T T T T T T O O O O T T T T T T
00 10 200 300 40 50 60 T B0 90 00 M0 20 B0 M0 B0 B0 70 B0 90 N0 A0 20 BO M0 BO B0 7O BO BO N0
N

B+~ 10 # 443 E# 442 HPLC 3p ¥ Bl3#
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L o) HRARE AR L 2. UPLC & 47
W R 2.90 4 4 rehE m Bk Bt PR AR E LR (B - ) o NI
TR 3.07 A 4Bl T i R RARE g (B2 ) o

0.20{
2400 A
] ¥
O'OA“1‘[\/‘\J\\““\‘/\"\‘_—‘/\\“"\““\““\““\““
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes
Bl -~ A R AR R 5% Rk 2 UPLC & 47 B
0.20{
2 0.10{ ﬁfi%ﬁ’;ﬁ
0-007”“‘/‘\‘“‘””_H“/\‘H“HH_HWHH_H‘
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes

Bl = fE R AEH R EIE 203 % 2. UPLC A& 45 ]

(+=2) 7 &4 EHF e &2 UPLC A 47
WEGEER 2.9 242 3.07 A e W BT B R LR L S pLt
(5

€ =

0.20

?( d
0.10

0.00

[ T T T e e A R T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes

Btz 7 & g0 F Bk 52 UPLC % 47 B
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AN 1 CyoHagOs 5 &+ £ 1456.7 5 %3 8L 308-310°C 5 v & 5 %k o

(+ 1) BB

(+ =) A% pecs 'HNMR Bl

PRIGS el 5], 2=
oeeLEnEETE

mmmmmmmmmmmmm

1 (ppm)

BlLw - &% peco 'HNMR B (CD;OD)
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(+ =) A% pach BC NMR B3

| | | | |
Bl 1 ~ Ak pien 3C NMR Bl (CDs;0D)
(+ ) A s peeh ESI-MS B3
Tharmo QExsswe Focus 0S0M7 13:50 51 YHCS-121-3 [ricalbun, ROTIHES-121.3

HESI-MS

T: FTMS - p ESI Full ms [50,0000-750.0000)
100 FED0eR
a5
80 :
B5=
-
75-
703
655
8 oo
£ a5 ‘
& 1

be

o 60

s
N

R O

é 40 |

| 130.0418
‘. 2552314

1108728

_..ﬁ

144 0812
K 1711005 2071371

[M-HY
N

455 ISIS'IIZI

J .”. i :;i].IIlEJlllI.-HJ wll | i ..|.I o TR P T Y 323.::34?
100 150 200 250 W0 380

o m o
g_.l.l.lﬂ.l.l_'

B+ =~ Aps g ESI-MS B3

(+4 ) AHS e FTIR B2
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o) BERRE B E R

F4 ~ BEEROE BT 25 (CDOD)

position du (600 MHz) dc (150 MHz)
1 0.98—1.02 (m), 1.59-1.64 (m) 39.8
2 1.53-1.66 (2H,m) 27.9
3 3.14(dd, 11.4,4.2) 79.7
4 - 39.8
5 0.75 (dd, 11.4, 1.8) 56.8
6 1.36—1.44 (m), 1.55-1.60 (m) 19.5
7 1.29-1.32 (m), 1.50—1.55 (m) 34.0
8 - 40.6
9 1.56—1.62 (m) 48.7
10 - 38.2
11 1.88-1.91 (2H,m) 24.5
12 5.23 (t, 3.6) 123.6
13 - 145.3
14 - 42.9
15 1.05-1.08 (m), 1.75-1.80 (m) 28.9
16 1.57-1.62 (m), 1.97-2.02 (m) 24.1
17 - 47.7
18 2.84 (dd, 13.8, 4.2) 42.8
19 1.10-1.13 (m), 1.66—1.73 (m) 47.3
20 - 31.6
21 1.18-1.21 (m), 1.36—1.44 (m) 34.9
22 1.48-1.52 (m), 1.71-1.76 (m) 33.8
23 0.97 (s) 28.7*
24 0.77 (s) 16.3*
25 0.94 (s) 15.9
26 0.81 (s) 17.7

22



27 1.51 (s) 26.4
28 - 182.0

29 0.90 (s) 33.6"
30 0.93 (s) 24.0*
%Multiplicity, J in Hz) in ppm. *,*interchangeable.

s

A F %D CyoHagOs 5 4 F & 14567 5 %5 8L 1 285-288°C 5 v & 5k o

S Lz iR

= Lw ) ji%peen 'HNMR B
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1 L Lo oAl Ly LJ |

T T T T L. T — T T T T
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o - LT S PR S P
0.96 1.00 2.98 3.56 4.56 1.12.68.00.10
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= L3 ) ji%pee 3C NMR Bl

Ursolic acid_Me0D_600 2024,0S/10
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——126.885

—T9.708
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T e
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= L) jiu % peen ESI-MS B3

YHC17_105_6 #170 RT: 1.70 AV: 1 NL: 1.10E6

80

L\ A fS % Fech 13C NMR R3#(CDs0D)
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Relative Abundance

1100000
1050000
1000000
950000
900000
850000
800000
750000
700000

650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000
50000
;

281.2485

293.1793

301

300

.2383

316.9478
329.2694

350

455.3531

426.9676

374.9060
416.8942

400 450

[M-HJ

'

m/z

490.9117

500

60 40 20 ppm
523.3405
591.3282
581.2988
540.3304 1 631.2266 6?9.?159
- |-
Pty T
550 600 650 700

Bl= - -~ ji % ESI-MS B3

24



- =) R Spe FTIR B
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(=4 4) ji%pmami ~mit 8=

fio %k pk
F =+~ j R prena ~ B § =8 (CD;OD)?
position ou (600 MHz) dc (150 MHz)
1 1.59-1.64 (m), 1.67-1.71 (m) 38.1
2 1.53-1.65 (2H,m) 27.9
3 3.15 (dd, 12.0, 4.8) 79.7
4 - 39.8
5 0.75 (d, 11.4) 56.7
6 1.39-1.43 (m), 1.53—1.58 (m) 19.5
7 1.30-1.36 (m), 1.53—1.58 (m) 343
8 - 40.8
9 1.53—1.58 (m) 49.0
10 - 38.1
11 1.89-1.94 (2H,m) 24.4
12 5.22 (t, 3.6) 126.9
13 - 139.6
14 - 43.2
15 1.06—-1.10 (m), 1.89-1.94 (m) 29.2
16 2.03 (dt, 4.2, 13.2) 253
17 - 49.0
18 2.19(d, 11.4) 54.4
19 1.35-1.40 (m) 40.4
20 1.35-1.40 (m) 40.4
21 1.34-1.39 (m), 1.47-1.52 (m) 31.8
22 0.96-1.02 (m), 1.64—1.68 (m) 40.0
23 0.97 (s) 28.8*
24 0.77 (s) 16.4*
25 0.95 (s) 16.0
26 0.84 (s) 17.8
27 1.11 (s) 24.1
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28 - 181.7
29 0.88 d (6.0) 17.6
30 0.96 d (6.0) 21.6

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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: ERIOBOTRYAE FOLIUM
: Loquat Leaf
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& (55232 11(4L 87 F& 52 x)
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48 0 B0 TEHRSBR
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i e
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B o &t 0 10%Fnph/ e B 380% (H2SO4/EtOH TS)¥f 7% 14 > 105°CHe &
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10 $H% R (RH) © 62%
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VA RASESR
F %P P 113/06/12
10 #% A (RH) © 62%
B A (RT) @ 25.2°C
[Ema 1] (L8 L 5w R) —7 Frepef (1:1)
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