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1 #(CITRI FRUCTUS IMMATURUS)
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D RB2AWIR

(- ) HPLC &k B2 K178 4=
Waters 2695 Separation Module > ¢ 7 Waters 2996 ~ Photodiode Array Detector ;
& 47 # 1 COSMOSIL 5Ci5 AR-1I-C18 Column (250 x 4.6 mm, 5 um) ©

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; £ 15 ”;? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

I NREHREREBRLA

(- ) s
2 #(99.9%)pE p >+ Sigma-Aldrich ; ® fig(HPLC grade)pp ** Merck ; 85%
BEFLPE A Y Sigma -

(=) Bk
Ho H(Naringin) X fi *> ¢ 27 5 3R 98%11 b o

E\'%;‘é

(- ) BEFBPIFEEER

Bk AR 2B F R 020 A9 E 125mL = &3¢
Bawse » 7 100mL > 425 J4R T 2 (# 5 300W - #75 40kHz) 15~
1P TR AEE A LR 200 mL FARY - R4~ T 7 100
mL > 4ctiw e 10 pF > 2 No. 1 g KilEig > B-igie 45 » 100 mL % & 5%
¢ e M BERE 2R 0 453 £ 8Ie(Syringe filter, PTFE 0.22 um) » {8 -
#4510 plia » % scit Rk 4p A 47 R(HPLC) » 7R & o€ 2 R &
I ET L E S N S5 S

(=) BBEPFR TR
BEEHLI A SH AGES 20 i )4 o F BB 0220 B 200
mL FlAFL? o EAE4 » 7 f5 100mL > sefiw s 1) pF~2 ] B3 B s
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4] pF o 4 e s 12 No. 1 /ﬁ& \—@/ﬁ& /@/&ﬁ% »~ 100 mL 75 ’E‘_ﬁi‘:‘ »y 4y A 9
A& % %) B > # 3 £ /g (Syringe filter, PTFE 0.22 um) » ¥ {§ o & 4+ 10 uL jx
» HPLC » # 3% N ik EBpr [y o

(Z) HBRiLE 3R
B St 3.0mg 4 10mL 07 R+ % 1mL 2 L F
300 ug AR EGEE R R 0 £ 0 T BRI D 60 pg/mL B A H R AR SR
e

() &3
BRI A 5S4 AGEF 20 506 %) 02g 0 ¥ 200mL Fl&#LY - #
FeAv ~ R 100mL > 4o ghiw iE 1 o) BF o 4 4 e 1 Noll g MiE g PR
#»~ 100mL % £ > e~ P BT %] & > # 3 £ /s (Syringe filter, PTFE
0.22 pm) » FiE o

() Pl
A | B Er e BT RRAR I AR S e 5A % 10l 0 2~ HPLC » g %o
* *%T'\‘jg‘-i’, -%ﬁl/”\ ‘;"'J;J'-rg-r s i % v ’}’ﬂ?ﬁ»ﬂm » 3 o
(=) ®BESR

Bpgen gl AR S 0% R i £ (300 pg/mL) 0 11 T FRAFRE S 7 4
LA A 150 ~ 100 ~ 60 ~ 30 ~ 15 ~ 5.0 pg/mL iR 2 8335 « 121 3% &
B~ 10 uL 4 w)ii » HPLC i 7 28 A 47 0 1% B3 52 L% 5 ff (y #0)fe
Tl 2 kR (x )i AR §F 0 5 RE R R S A2t y=ax+b &
B %8 R o

(=) HHAFS
PR H R 60 pg/mL 2 ¥R AR SR el R 5 44 bl ik
oAk s dp iR ROPEIEEL -

(N) EHPER R
I €454 B fp - 327 %%F*"%*ﬁ*’v‘ R EERR SSRGS T EY
S R &R R LI E R() i R R
®E o
2 BRI BR - B L IREREHE A G irREHR SRR U 2 2 0%
BAh a0 A B 00248516~ 24 ) PEHRRI R 1A H ek
AR KA EERE L



(1) BpHEE 2 & 1&"E%
1. #pl#&"Y(Limit of Detection, LOD) : #-¢ svik & 2 #1573 % 7 474 -
HOELAEIL B =30 PR R 0 fF S B REITR P -
2. & & *Y(Limit of Quantification, LOQ) : #-2 4rik & 2 &1 53 /% 7 ¥74F
fFooFduagient L =100 kR 0 IFE L ERUGTE -

(L) Ftew fod %
oo et g RAOIRRERE A S B K O RFARR9 0280 A
fer 8.0mg it H o kR SRR WAR 2R TR

(- ) HPLC & {715 2
1. &+45¢ + COSMOSIL 5C;s AR-II-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%&pIAE 1 UV283nm
3. ;i ¢ 1.0 mL/min
4. FHE R 1 35°C
5.2 ~% 1 10uL
6

TR
P& F¥ (min) & 3% (%) 0.1%&4 4 (v/v, %)
0 20 80
30 20 80

(=) 287 LiBEHT ERT
Be10 47 BB EHERSARAG C EWE RSB BE 10 UL
WA 3 443 0 HPLC » #7i8 T30k o ff kv [ 25835 B 4R L 3 o

FAGE

(+2) o8k &2 UPLC A& {75 2

1. & 47 ’g * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. #%plAE UV 283 nm
3. s 0.4 mL/min
4. FHEA 135°C
5.4~ 1l
6. # & 4p :
% ¥ (min) z % (%) 0.1%F5 e (v/v, %)
0 20 80
10 20 80
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(=) % 54k 2 HPLC & 47
ﬁ&/%gfﬂ;—ﬁ? 1245 /’J\ﬁff@%?ﬁ *‘hﬁ“ﬁ%ﬂ“%ﬂ»"/ﬁvd’i(% )

0.40

p 3

0.30 /

<3( 0.20i
0.10—
0.00 A
L S e s B e T B e e e S R s e B L B e e e e N R
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

Bl- ~ A HHRF &%k 2 HPLC & 7R

(=) ® &i°#&FHHk &2 HPLC & 11
WG RER 12.30 A EAME T B EF T RS Ll k(B2 ) 0 i
HFABFR) Z 443 5 71+ (D3 107 350 g * & &p o

0.30

K %Rﬁ

0.20*

0.15*

0.10
0.05] L
0.00

T T I I I R e S B
0.00 10 OO 15 00 20 00 25.00 30.00
Minutes

AU

Bl= -~ 7 &4 & e 52 HPLC & 47 B

(Z) BEFBPIEEIER
S AT | LR T 0 F LR E R A L S g

iﬁ—glﬁ‘%f I/Jfﬂ;—f‘;_" ’;%F'\TF“E?&LUE/ TEJ_ JEE‘? ﬁ’»';t—-r— l’;hli°

o N2 RIBBREFRR

4 L k% 6 e
L hEF 1544 1561621
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L &% A 2 1976403
dofhie g 1 o) P 2124861 \

(w)ﬁ%?%%ﬁa%
~“‘;‘£~F'TJ"C /ﬁ:g"l ]Eﬁ”%.g%dvﬁ\ﬂmﬁ\démfﬁ,\« sﬁgﬂ\l oA
%ﬁmﬁ:%*i’ﬂwéﬁﬁ RMREP ] ARG FEER

Lo REHE SRR G

o i e R Al ik % G A B i 5B
1] p¥ 2009355 \
2] pF 1925924
3] pF 1808038
4] pF 1737441

(1) FREFALHFRER
EARERRMAFOHE AT %o ffhF BEY)TE D ORE
R AN L y=18480x + 31567 » R2=0.9993 » & 7 )k B & 5.0-150 ng/mL
7 rdEehsuE M (Rl -

3000000 T
2500000  y=18480x + 31567
R>*=10.9993
s 2000000 -
=
'& 1500000 -
b
= 1000000 F
500000 |
0 : | |
0 50 100 150
JE B (ug/mL)

Bz WA H2 & & RF

* = ﬁﬂﬁ wE R AR

HEEES | EA(ugml) M S A2 R

A 3 5.0-150 y = 18480x + 31567 0.9993
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(# ) # &A%
FEEEHT o I HPLC B E RO A 248 > A FHRAZ
PEHRE L S 0.11% 0 Bk S R R o

(=) LB TsE%

F %R MA o {17 HPLC 28 5 &2 chE 2 Uk > ol FE 412
IR L 5 249% 0 b h B PR Rp o WA F A 24 f PR R
T2 ApEHRE S 1.70% 0 R L&) FHr RERIL R 24 P FER R
ENOF IR

(~) BRHRE 2§ %
A H W RE S 03 pg/mL (Rl ) LEH&LE 1.0 pg/mL(RT) -

0.006

0.004—

pid 3

0.002 /
0.000— wwwmww At Wtk YA b A AR

T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

Minutes

AU

Rz ~ bl 2 0 RHE A 47 R

0.020

0.015—

2 0.0107; *\:h}i ‘-‘EJ]“

0.005— /

0.000 1 mﬂ

T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

BT~ bk H2 B R R 15 F

Fw o~ LI REAST

| Wi
P38 P :
kR R.S.D. (%)
HHBAE (05 60 pg/mL 0.11
EAEE (0=5) # &% i (No.6) 2.49

13



ﬁ-; ir (n=6) H 57 it (N0.6) 1.70

&' (n=3) 0.3 ug/mL _

iR
ii 1‘?5&”1 (n=3) 1.0 pg/mL -

(’t ) 4EW1"](-1 Fé‘%?
BT S0 e v ek B 94.0% AR EHERE L 5 2.13% -

~ A -'Ff/f]‘ b T ¥

5 BHAEE | 3 E | 4rE | BIEFE | wicF |[Tiwfd | RSD.
o (2) (mg) (mg) | (mg) (%) (%) (%)
1 0.20 7.5675 8.0 |15.2607 | 96.17
2 0.20 7.5675 8.0 | 14.9476 | 92.25
3 0.20 7.5675 8.0 |15.0178 | 93.13 94.04 2.13
4 0.20 7.5675 8.0 |15.2658 | 96.23
5 0.20 7.5675 8.0 |14.9603 | 92.41

(+) i;‘%ﬁ LinEEHZ 2R
0 irB Btz 3 ERITLRF (R SHrd » 917 > A Hhz 5
4.118-5.896% » i F fr#r w;,ﬁ::,w;ﬁagxfﬁ% B FEA25% o BikiE
Bt th L ik 3 B A M0 5000 (F % 5 13205) ¢

B A AR S A Fig B

1} %%5.(No.) A H 7 £ (%)
1 (ND) 5.896
2 (NP) 4.636
3 (NR-1) 4.864
4 (NZ) 4274
5 (CA) 4.592
6 (CB) 4.118
7 (SA2) 4.638
8 (SB) 5.127
9 (SC2) 4971
10 (SU2-D) 4.799
T 32 +S.D. 4.792+0.492
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(- ) &% H 2 HPLC 4, & W3 et =
P10 347 BAn B EH e 3 & 10 uL &4k > 817 HPLC 4p ¥ ]
S rip] o

1. & 47 ¢ * COSMOSIL 5Ci5 AR-II-C18 Column (250 x 4.6 mm, 5 um)
2. B & UV 283 nm 3. Jii# ¢ 1.0 mL/min
4. FHE R 135°C 5.2 ~% 1 10uL
6. # & 4p -
P& ¥ (min) z ¥ (%) 0.1%# & (v/v, %)
0 20 80
30 20 80
070
065
08 10
055 9
050+
8
0457
040+ 7
0357 6
2 03
) f‘ N " 5
M NER\ N NN
4
020+
0.157 3
010+ )
0,05
1
0.00+
0057
.UIWO‘OU‘ ‘ ‘2‘00‘ ‘ ‘4.60‘ ‘ ‘6“00‘ ‘ ‘8“00‘ ‘ ‘10.‘00‘ ‘ ‘12.‘00‘ ‘ ‘14700‘ ‘ ‘16.‘00‘ ‘ ‘18700‘ ‘ ‘20700‘ ‘ ‘22.‘00‘ ‘ ‘24700‘ ‘ ‘26.‘00‘ ‘ ‘25.‘00‘ ‘ ‘30‘00

Mnutes

Bl- .~ 10 #4728 F 44 2 HPLC 45 = Bl 3¥
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(+2) ¥ &l H2 UPLC 4 17

S G PERE 3.19 A s on WA HAR I Sl (R )

0.80

0.60{ jﬁ\ ﬂ
2 0.40{
0,20{

0.00 —

6.00 7.00
Minutes

Bl= 0L 1R 503 7% 2 UPLC & 47

(+=) 7 & #&Fia &2 UPLC K 41

B e e B By B By By I B B B |
0.00 1.00 2.00 3.00 4.00 5.00

WGP 304 A SR T BRI S0 A ek (B ) o

0.60

oo Hoa

H-F.LIE-
B~ 7 B ARE R &2 UPLC & 17 F)

CEDRTE RN T TS

g}

T T T — T
200 200 1000

AN D CyH3O0us 5 A F 8 158054 5 %5 8L 1 166-168°C 5 % F ¢ 45 % o

(+3) fhi Feniip
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(+ =) 4 3 'HNMR Bl3#

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

e i =

/ / Hfm////// {

L ‘lb@JmJ

T T T v T T T T T T T T T
i3 12z 11 10 9 8 7 6 B 2 1 ppm

4 3
N - w w w B Eh e S
1.02  2.06 3.209.82
5.4

B4 ~ A 5 'HNMR B3 (DMSO-ds)

(=) 4 Fe °C NMR 73

mmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmm
METHA G HeHRNKTON T 2 dooRobmSS

mmmmmmmmmmmmmmmmmmmmmmm

i A I (I s

i ‘ | |l WJ L ‘

T L o o LA e B

B+ ~ 4 37 13C NMR Bl 3# (DMSO-do)
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(+ ) fhd e ESI-MS Flz#

E:\DATA\Lu, Chung-Kuang\2015\YHC7-20 6/14/2015 11:58:26 AM YHC7-20
ESI

YHC7-20 #19-26 RT: 0.58-0.78 AV: 8 NL: 2.07E5
T: + ¢ ESI Full ms [ 150.00-1500.00]
100

95-

90 [M+Na]"

85 /
80|

757
70—
65—
60
55

603.20

s
[l
|

S
@
I

n
I :\‘L‘" 1 Ly

Relative Abundance
o
o

W W
o

[ *Y
e o a o
ILATE

394.70 | 837.79
331.07 | 410.17  457.15 4gg 55 4038

67241 72853 749.19 \ 0
Lot Jelosgg ool .i‘ il Lt il Ll \R\Im-

650 700 750 800 850

o
1l

N RTE

ST . Ly i
300 350 400 450 500

B+ -~ thd e ESI-MS Bl

(+4) fhd FeFTIR B3

aringin - ey

60
58
56
54
52

%Transmittance
Y
o
1

18
4000 3500 3060 2560 2060 1560 1000 500 |
_Wavenumbers (cm-1)

B+ =~ A O FTIR Bl
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(= +) A HH UV BIH

16.383 Peak 1

B 211.5

o]
o
o

o]
a
]

o}
o
A

282.6

A
o o o
o 4. 4
® o N

o
0
o

0
o
X

327.9

0
0
N

o
0
0

T T T T T T T
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00
nm

B+ = WA 3 UV B3
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- L

- ) A FHE R F

pid 3

%5 s LI PE B (245 (DMSO-do)’

position ou (600 MHz) oc (150 MHz)

1 - -
2 5.50 (dd, 13.2, 3.0) 78.7
3 2.72 (dd, 16.8, 3.0), 3.28-3.31 (m) 42.1
4 - 197.3
4a - 103.3
5 - 163.0
6 6.07 (d,2.4) 96.3
7 - 164.9
8 6.10 (d, 2.4) 95.2
8a - 162.8
1’ - 128.7
2,6 6.88(dd, 8.5, 2.0) 128.5
3,5 6.94 (d, 8.5) 115.3
4 - 157.9
1” 5.09 (d, 7.2) 97.4
2” 3.42-3.46 (m) 76.2
3” 3.14-3.18 (m) 69.6
4” 3.38-3.44 (m) 77.2
57 3.38-3.44 (m) 76.9
6” 3.40-3.44 (m), 3.62-3.66 (m) 60.5
1 5.08 (d, 6.0) 100.4
2 3.64-3.68 (m) 70.4%*
3 3.27-3.32 (m) 70.5%
4> 3.16-3.20 (m) 71.9
5 3.66-3.70 (m) 68.3
6’ 1.14 (d, 6.0) 18.1
5-OH 12.0 (s) -

4’-OH 9.65 (br s)

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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ir#4k # (CITRI FRUCTUS IMMATURUS)

-~

S RFEEFER

(- ) HPLC &k B2 K 78 4=
Waters 2695 Separation Module > ¢ 7 Waters 2996 ~ Photodiode Array Detector ;
& 47 # 1 COSMOSIL 5Ci5 AR-1I-C18 Column (250 x 4.6 mm, 5 um) ©

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; £ 15 ”;? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

I NREHREREBRLA

(- ) 4
z #(99.9%) 0 p >+ Sigma-Aldrich ; ? f&(HPLC grade)fp »* Merck ; 85%
BEFLPE A Y Sigma -

(=) HE x5
A H(Naringin) & p >+ ¢ 2 > & 98%11 1 o

E\'%;‘é

(=) BREXBIEEER

WEA T BRI PR PR EH -
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(=) R FPmER s
FEA YR EEERT PR -

(Z) HBRiRET3R
B Sl 3.0mg > 4 10mL 07 R+ % 1mL 2 L F
300 ug AR EGEE R R 0 £ 0 T BRI D 60 pg/mL B A H R AR SR
e

() &g ik
BrREFLE- A Tk A (B % 20 5LE )5 0.2g 0 ¥ 200 mL {l &¥g? - &
Fide ~ 0 FE 100mL > 4e&iw n 1] 5 2 £r15 2 No.l i KB ik > Bihin
#% >~ 100mL 7 £5g% > 4 » P 53 % &R > # 3 £ i /g(Syringe filter, PTFE
0.22 pm) » 7 «

() Pz
A | B pr e B PRAR I AR S 6 5% 10l 0 2~ HPLC » g %o
* *%T'\‘jg‘-i’, -%ﬁl/”\ ‘;"'J;J'-rg-r s i % v ’}’ﬂ?ﬁ»ﬂm » I3 o
(=) ®BEMR

Bpgen gl AR S 0% R i £ (300 pg/mL) 0 11 T FRAFRE S 7 4
AAABE 150 ~ 100 ~ 60 ~ 30 ~ 15 ~ 5.0 pg/mL efB 2 8335 = 121 3% &
B~ 10 uL 4 wlii » HPLC i 7 28 A 47 0 1% B3 B2 L% 5 ff (y #0)fe
Tl 2 kR (x )i AR §F 0 5 RE R R S A2t y=ax+b &
B %8 R o

(=) HHAFS
PR H R 60 pg/mL 2 ¥R AR SR el R 5 44 bl ik
oAk s dp iR ROPEIEEL -

(~) EAFHERTRER
I E4F 1B fp — L3 g BA T R B ’k’ib?rr'/p/&%l'%” ER R
BO5S REA PR SRR IR R A H e £ (%) F 4tk Rde
HREL -
2RI B - 7 BB YR A BB SR SR RAUE S 2 UL
B S EBR 0 AN A 0~24-8-16~24 /] PFEFRPI T A Hep
BE R A At RO EAEEL -

22



(1) BpHEE 2 & 1&"E%

1.

2.

i ipl1% 'Y (Limit of Detection, LOD) @ #-¢ svjk & 2 #3573 % 7 ¥4 -
FIAMEIRW L =3 ER o FE B RHERRAGIE -

% 2 #&'Y(Limit of Quantification, LOQ) @ #-2 Fvjk & 2 {F 1 &3 i 7 974
fFooFduagient L =100 kR 0 IFE L ERUGTE -

(+) Fhew e F gk

Bt oA HE RABE SR RS B B BN 02g0 A6
fer 8.0mg it H o kR SRR WAR 2R TR

(+ - ) HPLC » f7if i+

1. &+45¢ + COSMOSIL 5C;s AR-II-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥plAE UV 283 nm
3. ;i ¢ 1.0 mL/min
4. FHER 135°C
5.1 ~% 1 10uL
6. # & 4p -
P& F¥ (min) & 3% (%) 0.1%&4 4 (v/v, %)
0 20 80
30 20 80

(£2) &%7 Lagdz 2Rl

Be10 347 BBt kR R lE 2 WA RSB L 10 pL
@A 3 441 0 HPLC » #1718 T 50008 6 ff ik bl T 2 2034 5k &bl 3 e

FAGE

(+ =) 84 52 UPLC 4 47if

1. & 47 ’g * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. #%plAE UV 283 nm
3. it 0.4 mL/min
4. FHEA 135°C
5.4~ 1l
6. & 4p :
% ¥ (min) z % (%) 0.1%F5 e (v/v, %)
0 20 80
10 20 80
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I~%%

(- ) % Z4ht 2 HPLC A 17
SRR 12,45 A 48T T th L IR Sk E (- ) o

0.40
A H

0.30— -ET

<3( O.ZO{ /
0.10—
0.00 A
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

B- oL {2 &g ik 2 HPLC & 11 B

=) * B AREAR ¥ 52 HPLC & 1+
BE G PR 12.64 A A T REK ST A ?di.lé(@: ) o gk 3 A
BWAR)E 4.84 > £ FF (N5 1.04 > ¥k s Sig * &8 Kp o

0.20
0.157: 1]:@7;'\_'{1"

30107

O%ALL“AA&AAJ\ A

000; N .
0.0 1000 1500 2000 25.00 30.00

Minutes

Bl= -7 &40tk 52 HPLC & 15 B)

(2) FEEHLFIRER
B R RRBAFOHE A AT E G OF B EY)TE Ik E
A5 5y = 18480x + 31567 » R?=0.9993 » A% k& & 5.0-150 pg/mL
PRSI (R =)
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3000000 A H
2500000 - Y= 18480x + 31567
R?=0.9993

4 2000000 -
o=
& 1500000 r
gt
< 1000000 r

500000 |

0

0 50 100 150
JE & (ug/mL)

LRV E-ERS X Y
- A2 B RS AR

¥R AR 5 JE B (ug/mL) Mt w fF o A2 R?
WA 5.0-150 y = 18480x + 31567 0.9993

(z) H B RE®R
FohEEHF 0 1% HPLC R R F el %A A8 » Al HH % A2
PR L S 011% 0 &k sy ¥ (L8 R -

(1) e ERETL R
RS EMT > % HPLC 28 i 2 ehE 4711 24 > A FEAF 122
PHHRE L S 2.44% 0 Bk SRR R R o L H AR 24 PP R AR
T2 ApHHRE S 1.89% # 1 L £ > For RERJILNE24 P ER R

=N aﬂljj@‘—_'\—‘\;l’ﬂﬁ_{ o

(=) HRlE e L BB R
WA H W RHERL 03 pgmL (RBle ) TE£#&TL 1.0 pg/mL (RI) -

0.006

0.004—

e

0.002 /
0.000—) WWWWWW b ot A A YA s AR

T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

Minutes

AU

Ble ~ o 2 i PR 47 B
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0.020

0.015—
> 0.010—
<< 4

0.005—

fd

0.000: mﬂ /\
0.00 ‘ ‘ ‘ ‘ 5.00 ‘ ‘ 104‘00 ‘ ‘ ‘ ‘ 15.‘00 ‘ ‘ 20ﬁ00 ‘ ‘ ‘ ‘ 25.‘00 ‘ ‘ 30.00
Minutes
BlZ ~thd H2 T2 &Y 7R
FoZ N RIS AT
A H
o I 7 . 1
kR R.S.D. (%)
R (0=5) 15 pg/mL 0.11
g4 (n=5) ¥ &% i (No.6) 2 44
T (n=6) ¥ &% % (No.6) 1.89
W RHE* (n=3) 0.3 pg/mL -
T E &' (n=3) 1.0 pg/mL -
(=) i dew o %
ML HT 32 e w TS 5 94.2% > ApHRE L 5 2.04% o
%= ~ A I ﬁ PR R Eail
gy |7 BHPHE | 732 [ HerE | BEE | vF |TEvfF | RSD.
‘ (8) (mg) (mg) (mg) (%) (%) (%)
1 0.20 7.0351 8.0 14.7275 | 96.15
2 0.20 7.0351 8.0 14.6734 | 95.48
3 0.20 7.0351 8.0 14.3897 | 91.93 94.16 2.04
4 0.20 7.0351 8.0 14.6306 | 94.94
5 0.20 7.0351 8.0 14.2022 | 92.29
(™) 237 L 3 2Rl
10 #irdsr 2 2 BRI L5 ErhS)rd e z

oAb L B S

T AT o A Feg £
3.776-4835% 1 1 RIFRE 4y 8 £ o eing £330 29% - il

%3+ 5000 (F % B 5 14255) -
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A A LRERGVR S AR

% 1+ 3 %(No.) 15 § £ (%)
1 (NC) 3.776
2 (NE) 4212
3 (NFA) 4322
4 (NH) 4.835
5 (NJA) 4.835
6 (NRB) 4.064
7 (CF) 4331
8 (CH) 4321
9 (SG2-A) 4.182
10 (SU2-E) 4.082
T 357 +S.D. 4.296+0.329

(4 ) & 54hid H2 UPLC K 17
S G P 319 A SBAKE T fh A AR Kl o (B ) o

0.80

%dvﬁlfrf

0.60— /
<3( 0.40*7

0.20—

0.00

——— B e e T B e
0.00 1.00 2.00 4.00 5.00 6.00 7.00 8.00 9.00
Minutes

Bl ~ L HiRE &5 %k 22 UPLC & 47 B

() BinEs e &2 UPLC & 47
G PR 314 A ST EAR PR ST A H el () -

0.60

0.40—

AU

pi 3

E Q\M
0.00 A

B e e L e ey o e LA s S s B s B e e N
4.00 5.00 6.00 7.00 8.00 9.00

Minutes

Bl ~ 7 &4 e &2 UPLC & 47 #l
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1

4 #Z 7 . CITRI FRUCTUS IMMATURUS
% < % ! Bitter Orange
A R A&G E A 4 Rutaceae {8 4~ fa +8 Citrus aurantium L.2 B $% 3% 8237
FAAREF o
~ N

) &R [F222 1118 L 52 a2021) (? F4 A &4
FZ £ 2020)
— B AEB R 02g 4 ? fiE 10 mL o A2 A AIT 30 A&
$ 0 Bin  RRIRSFI AT AR T BF SmL i 23 %
Lt EipR e
[57=2 2] A" ZHiEE5e )
— B AEH R 0.1g 4 ?fE 100 mL > 423 A AIE 30 A&
& 0 R 0 BRI TSR &SRR
[52223)(p ARV
— B A A 02g 4e T R SmL o A2 L AIE 30 A 4
WiR o BRIR TR &R
(=) HEREHH P14 H (Neohesperidin) ~ # £ # (Naringin) $f & 1% 2 5 »

e A4 ? iR A E | mL § 1.0 mg AR 0 1T HRER
iR e
(=) #& & +H HPTLCsilicagel 60 Fas4> 10 cm x 10 cm ~ 20 cm x 10 cm
() B B & [BEHI1](L8° FL 52K 2021)
— Rk (4:1:1)
[Em& 2] & (¢ 24 XX {cWEL 2020)
— - FP PRk (13:6:2)
[(Em#3)( (4B EHEESTE L)
—fmh ok (2:3)
[Em#4) (p FERE)V
—C T figt TR -k (10017 1 13)
B F ) 10cmx10cm ~20cm x 10 cm

Ly

f‘\f"\f'\
pial

B OEBRWHFLIG ISA& F FER S EFEH Eom -
¢ &AL 11 5%z & 1483 (AICL/EtOHTS) 55 > b dcfs » B30 %
?F k(365 nm) T AR o

Ve

#

i
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INEZEREZERB

F 5% p ¥ 110/08/09
1% A RH) © 65%
8 B (RT) : 23.8°C
[EE&4) (p 7RH)—2 ]Z‘ria ﬁa DU AR ok (100 117 5 13)
—HPTLC 5%= % 4532k &g d {8 % *h (365 nm)t& !

K% oy s LISER
123 #7¥ A4 H (1.0 mg/mL) 1>2>5uL
4-56 & 3 (1.0 mg/mL) 1>2>5uL
7-8>9 W& aie 10 [5522 1] 1>2>5uL
1001112 | % &% 10 [F53 2 2] 2>5>8puL
13-14>15 | t&&3R 10 [522 52 3] 1>2>5uL

BREFZIIRFFEZREBRY T ARERIFRESATRAFE AT
FH2EE o kREY > wEFEF [FB22 3]
AR CATRAF 20l A H 2ul > wSBR [F5202 3] 20l

o
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S BB ARES

F 5% p ¥ 110/08/09
1P $% R (RH) © 65%
8 B (RT) : 23.8°C
[EmH 1] (L8Y FL 52 R202]) —2 " @ ek 4:1:1)
[ 5522 3) (p 7B % )—HPTLC 5%= % i 4832 & 4 (5% ¢t % (365 nm)
BOGTREAF REE 066tk H ReE 5 0.67)

[E & 2) g4 (¢ F4 AL foBEL 2020) —= & 7% 1 P/ @ -k (13
6:2)

[ 5522 3) (p 7B % )—HPTLC 5%= % i 4832 & 4 (5% ¢t (365 nm)
BOGTHRAF RS 014 $had H ReE 5 0.11)
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[ER&3)(AEY EHEESe P ) —F 0 2k (2:3)
[55= 2 3] (f 7% )—HPTLC 5%= & {4838/ B 4 14 % b k(365 nm)i&
DETRAF RE S 0.80 0 WA H ReE S 0.81)

1 : Blank

2 ATRAH
3

4-5: &%k 10
6 : Spike

FERAE AR I [FE 23] 3N g FRF 2 [BERAA4) BER - 378
AF2 A HF2 ReOEFT » A3fid » T3 R* 2554 &Y p RS
2. [BRA 4]
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T SRR NER

F 5% p ¥t 110/08/09

10 %% A (RH) : 65%

i & (RT) : 23.8°C
(ERAA] (p FRE)—e e fia @ "% -k (10017 0 13)
(52202 3)(p F@#)—HPTLC+®  [%3=: 3)(p #®#)—HPTLC %
Lt *b k(254 nm)#

(552 3)5 FR%)—HPTLC % [¥%=:# 3] (f i@ %) — HPTLC
*h (365 nm)# 5% & “4PRIR AR 4 15 % b %(365
nm)s 11V

| : Blank 455 & &ipiw 10
2 ATRA Y 6 : Spike
3 i

EHRPELBE S SN 5% F AR ET S (404 b X (365nm) > P B A S iE
A .
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I~ PR ET R SR

F 5% p ¥ 110/08/09

1% A RH) © 65%

8 B (RT) : 23.8°C
[ERA#4) (p FRHE)—e phe fg @ " f -k (10017 2 13)
[5523) (p 7B %) —HPTLC 5%= % “ 4838 B8 ¢ % ¢F %£(365 nm)#&
J1

10 11 12 13 14

Blank

1
2 ¥ A H (1.0 mg/mL)
3 A 3 (1.0 mg/mL)

& &% % 1 (ND)

5
' 7 e &% % 2 (NP)

89 & &4 % 3 (NRI)

10 - 11 % &% ik 4 (NZ)

12513 % &% % 5 (CA)

14 Spike (# &% i 10)
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[(EmA 4] (F FRHE)—c e fia - 7 fF -k (100217 2 13)
[5552 3] (f 7B %) —HPTLC 5%= & 14532 B2 ¢ % * (365 nm)
J1

11 12 13 14

1 Blank
2 ¥ A H (1.0 mg/mL)
3 A 3 (1.0 mg/mL)

5 ¥ &% % 6 (CB)

» 7 & 5% i 7 (SA2)
89 ¥ &% % 8 (SB)

10> 11 & &% 9 (SC2)

12> 13 ¥ 5% % 10 (SU2D)
14 Spike (1 &% i% 10)

>

SN

AN

B U p FREL [ERo 3]0 2 AR s [BRA 4] A
BES e AT L H S R L 0 1 S%Z & [ AERRR TS (500 % 0 (365 nm)

N
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R T)

Aoy LR AR R SRR

F 5% p ¥ 110/08/09

0 4% & (RH) © 65%

i B (RT) : 23.8 °C
[EFAH 4] (F FR%)—c e fia © 7 % -k (100217 2 13)
[ 552 3) (p A %) —HPTLC 5%Z= & i 48:8,% &1 ¢ # ¢} 5£(365 nm) &
J

11 12 13 14

Blank

1
2 AT A H (1.0 mg/mL)
3 & H (1.0 mg/mL)

W &3 i 1 (NC)

5
' 7 & &% % 2 (NE)

8:9 ¥ &% % 3 (NFA)
10> 11 W &% % 4 (NH)

12513 ¥ =ia ik 5 (NJA)

14 Spike (1% &% it 3)
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) 4) (p FRHF)—o fee fig 0 7 FE -k (100t 17 1 13)
=2 3) (p 7 B %) —HPTLC 5%= & it 48322 88 4 % ¢} 5£(365 nm)#

W om

11 12 13 14

Blank

1
2 ¥ A H (1.0 mg/mL)
3 A 3 (1.0 mg/mL)

& &% i 6 (NRB)

>

v

5
' 7 i =3 % 7 (CF)

>

v

819 ¥ =% % 8 (CH)

»

10> 11 ¥ 53 % 9 (SG2A)

12513 ¥ &% % 10 (SU2E)

14 Spike (1 &% % 3)

36




	一、藥材採購及鑑定
	二、藥材性狀描述 (圖1)
	三、藥材組織顯微鑑別 (圖2)
	四、藥材粉末顯微鑑別 (圖3)
	一、材料
	二、儀器及層析管柱
	三、實驗藥品及試劑來源
	四、方法
	五、結果
	一、材料
	二、儀器及層析管柱
	三、實驗藥品及試劑來源
	四、方法
	五、結果
	一、方法
	二、萃法選擇及濃度測試
	三、溶媒系統選擇
	四、觀察方式選擇
	五、十批枳殼藥材樣品檢測
	六、十批枳殼飲片樣品檢測

