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(- ) HPLC &k B2 K78 4=
Shimadzu LC-2040C 3D # 7 Quaternary pump ~ Autosampler~ Thermostatted
column compartment ~ Diode-Array Detector; & 17 ? 1. COSMOSIL 5C13-AR-
II, Column (250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? +1. Waters ACQUITY UPLC® BEH CI8
Column (100 x 2.1 mm, 1.7 pm)

ZRHRESE FR R
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" f5(HPLC grade) % X Z 43 22 @ 5 ¢ % (HPLC grade)p- 3 »+ § P
PR NP Z AP LB C A w RN ARE LD 4

B4 fr’” 7P .
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224092613, ¥ pEE LA PG DD o
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Gokiair & 25mL o 473 IR T AJZ(#4 5 300 W o 4F & 40 kHz) 30 4 48
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(+ - ) HPLC » 7% i+

1. & 7 ? : COSMOSIL 5Ci3-AR-II, Column (250 x 4.6 mm, 5 um)
2. ¥ plAE UV 340 nm 3. ;i ¢ 1.0 mL/min
4. gHE R 135°C 5.4 ~& 110l

6.

#BAp
P& F¥ (min) e #1#:0.1 M ¢ fe-c fegp ¥ B (35:65)%(%)
0 100
25 100
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2. UPLC 4 55 i2

. & 17 ¢ * Waters ACQUITY UPLC® BEH Cs Column (100 x 2.1 mm, 1.7 um)

1

2. ¥Rl E UV 340 nm
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FB ek G s o Bor 0.1%MEE 473 7% 5 R EE203
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B4 G ARG At | BEH B g | R E
" 424488 346034
75%9 % 790963 667939
50% 7 ik 701097 536894
© fi 30142 68204
75%¢ fis 607345 684850
50%2 fb 751367 410137
0.1%F4 it & 4
796856 779782
25 AR A 15 A 4 !
0.1%F fie & 4
719685 711645
25 R T rJ2 30 4 48

CARET RN RGN AL BB (F g
+ -
-

2 HREFHRES R IGER

0, h £
ALF iﬁ%;%ﬁjlﬁsz\@ HIBH AR A 5B Bk G f
R 1% 661575 550629
R 63077 55463
"3 3313 4030
ras ND ND

() $REFSEHF A2 FHHFBRER
L 2 FERFET AQFELD BT %E s ffioF BE(y)TEIORE
S AR w5 y=9476.9x - 1376 » R2=0.9999 » &7 )k B f 10-200 ug/mL
F A OSULM (Rl )
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2000000
y=9476.9x - 1376

= 1500000 R?>=0.9999
o
r& 1000000
ot
= 500000

0

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

Mz~ fiBi A 2 2 AU

2. 57 RIRRHET BOOME B A HFRE G hE i (y) 18 T ik £ 4
S 255 4 y=8784.2x - 8465.2 » R2=0.9999 » %% k& & 10-200 ug/mL #
LR e (BT ) -

BB

y = 8784.2x - 8465.2
R>=10.9999

2000000

1500000

- 1000000

¥ 500000

N

0

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

MI - £iB% B2 £ A

2=~ HHYAZ HAFBLIRESR 2L

R Pk B (ug/mL) M R?
5 /%:‘I;f A 10-200 y=9476.9x - 1376 0.9999
H /,%!-'Ff B 10-200 y =8784.2x - 8465.2 0.9999

(=) HHEFR
TS I HPLC T2 2 %R 24 F/8H A2 /8
HBHMHHARZAPFRE LA 55 0.35%0.27% 358 5 Seif * fH& £ o

(=) EAFHERTERR
FEHEEHTI* HPLC 2 £ 2 aE L6 $IHF A2 48
HBEAFE2Z AR E L A W 5 1.66%% 1.87% 328 % e * [£& K p o
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HFHTAZGRETB R24 R T

% 0.35%

2o

(~) plgrs
HiRTAZ
=) $BF B =

(Rt)-

LR F

TE B UER

HiRH A
¥

=4

B2~ 63 A 2 i RHE UK 15 9

i pE* L 5 0.10 pg/mL(B = )fr 2
M5 0.10 pg/mL(B ~)fe 2

R TUAPEHR R Z
PRSI A 24 f R A PlE AL

¥ 1% 5 0.30 pg/mL(
£#&*T5 0.30 pg/mL

B4 ~ 84 B2 L& &A1 F
Few ~ LIRS T
HiEH A HiaH B
¥ iRI5E B - b s
kB R.S.D(%) kB R.S.D(%)
& (n=5) 50 pg/mL 0.35% 50 pg/mL 0.27%
EWRMEM=5) | ¥ &Fi3RN03) | 245% | # 53k (No.3) 2.53%
ETH(M=5) | &R RWN03) | 047% | ¥ 53 (No.3) 2.00%
W JRR*Y(n=1) 0.10 pg/mL - 0.10 pg/mL -
TE & "Un=1) 0.30 pg/mL - 0.30 pg/mL -
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(1) ;‘?chtw]&:ﬁféﬁ,%%
HBF A TG w5 958%  ApHEERL L 1.54% (%1 )
HIHY B THR v tF 5 93.6%  ApEERERLZ 2.00% (£ ) e

23~ HiRH ARt F

g e s34 2 her g | RIEE | i F | TBw | RS.D.
Tl (@ (mg) (mg) | (mg) | (%) (%) (%)
1 0.5008 2.2275 1.0 3.1965 | 96.90
2 0.5007 2.2270 1.0 3.1942 | 96.72
3 0.5006 2.2266 1.0 3.1596 | 93.30 95.8 1.54
4 0.5005 2.2262 1.0 3.1904 | 96.42
5 0.5003 2.2253 1.0 3.1840 | 95.88

43

= ﬁigﬁB;‘?wc?»]&::

5 BHHE 732 fer | BIEE | wied | TiBY dcF| RS.D.
T @ (mg) (mg) | (mg) | (%) (%) (%)
1 0.5008 2.5408 1.0 3.4971 95.64
2 0.5007 2.5403 1.0 3.4913 | 95.10
3 0.5006 2.5397 1.0 3.4607 | 92.10 93.6 2.00
4 0.5005 2.5392 1.0 3.4787 | 93.95
5 0.5003 2.5382 1.0 3.4514 | 91.32

15



(4) £#7 0§ BEFHG Bl
10 3 B E FHL § BRI RBEGER AR F7 0 fIBE A P
§ 85 0427-0.567% %85 B g £ 5 0.514-0.666% » £ iEH A &4
BE B i 5 0973-1.227% 2Rk EREEHLES S BT A 2
FRF B E R @000 1%« Wik Bl §BH A RE B BT e
5000 (% % & 5 16569) » 3L 4 Hofe § /8% B L% 34 5 3 1% 5000 (F
u i % 16428)

-4 LEREEHRSLABAFALE BT BT E
FHAEN) | BB AFEW) | fEHB iR | P O1ARBETE

Bz £(%)

1 (NC) 0.531 0.546 1.077

2 (CB) 0.470 0.572 1.042

3 (CB2) 0.459 0.514 0.973

4 (CH) 0.544 0.565 1.109

5(SC) 0.567 0.657 1.224

6 (SK1) 0.479 0.570 1.049

7 (SK2) 0.561 0.666 1.227

8 (SK3) 0.510 0.580 1.091

9 (SK4) 0.427 0.638 1.065

10 (SK5) 0.463 0.520 0.982
T 2iE+S.D 0.501+0.05 0.583+0.05 1.084+0.09

16
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% BE ¥t 2 HPLC 4, & Rl crus =
310 #4% & IBE FHR &3 & 10uL iefk o i 7 HPLC 45 % ]
H errip] e

1. & 47 "F? : COSMOSIL 5Ci3-AR-II, Column (250 x 4.6 mm, 5 um)
2. Bl E UV 225nm 3. ik ¢ 1.0 mL/min
4 FHLER 135°C 5.~ 110l
6. ##4p ¢
P ¥ (min) v A% (%) 0.1% = & ﬁf;" f& (v/v, %)
0 0 100
20 28 72
60 40 60
80 100 0
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7000004

6000008

5500008
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soooog——, A e A ]

ASODOOWW

4000008

3500008

3000008
\“ 5
ZSOUUWJF_“%A—»\J
2000008
4
I i
1500006

H

-50000&

| A J\gﬂ_A MUWW\«M

W

1000006

500008
JV\A_LW

L ) J;J ORI VW WD W W

ﬂ 8

[ B LENL I R B B B B B B B B B B B B T
50 10.0 15.0 20 250 300 350 400 450 500 5.0 60.0 65.0 100 750 min

B~ 10 3+ % /G E £ 2 HPLC 4p ¥ Bl
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L) HEBEESSIET A2 §iEY B2 UPLC & 47
E G PR 351 A s i BURH A HRARE S LE (R - )

0.20
0.155
: BE A
2 010 LR
0.05
o.ooj‘ — ‘
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes
B -~ 58H AHREE SRR UPLC & 17 B
AT REE 217 A sUadEor §8Y B HRIEE S E (R C) e
0.307
0.20
2 ] %83 B
0.10
OOOA | | ‘ | | ‘ | | | ‘ | | ‘ | | ‘ | |
0.00 1.00 2.00 3.00 4.00 5.00 6.00

Minutes

B+ =~ §8Y BHRBEE R UPLC & 17§

(+=2) % & HBEFH &2 UPLC & 17
WG REE 2.16 ~ 3.50 A &k WA FIRE Bk ST §BF B
EHBY ARE@RE =)

0.40
0.301

2 0.20

0.101

0.00-

0.00

| ‘ |
1.00 2.00 3.00 4.00
Minutes

Bl = -+ & %% %+ &2 UPLC & 17 Bl
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A3 5 CaHssOm 3 A% 8 386275 % Bk 0 248-250°C 5 § 4 S i % o

(7)) §BH A P

(++) %85 A5 'HNMR Fl3#

8 oY 0ww NN~ © NODOONTANTOODAAONNIONOO OO

- BRI ONN NNYISIITNITOOOOONNT-=-ODH O
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D

| NNV VAR Y

PROTON_O1
Sennoside A_DMSO_600 2025/05/09

N

4 ddd 44 SESS
- o« - - - N® -
T T iho” 155 1507 125" 120" 115" 1l 1bsT 1bo” d5 7 do” ds5  do J5 Jo &5 6o 55 5.0 45 do 3ds do Ids Jdo  Is5 o ds

Bz~ %87 A 71 'H NMR ] 3% (DMSO-ds)
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(+=) %\ A 5 °CNMR Flz#

20 QB ®o

) o e~ I ~
© re) @~ NOWW — ONT O®© © os~ o < <
3 8 835 3838  QQ&Ree 8 N6 oo S <
2 e 22 T2 SN CC 2 ~RRS o &5
I I ¥ NS SN I
CARBON_01
Sennosi de A_DMSO_600 2025/05/09
Aot h '“ ’ l
190 180 170 160 150 140 130 120 110 1oo do do 70 60 e 4o ER)

-1 -~ §8H A5 CNMR Fl#(DMSO-ds)

(+~) %i8H A S ESI-MS Bl#

Inten(x100,000)

861.1940

[M-HJ

4

2

503.1743
g U e Ll S0 | |
650 10 750 800 80 90 90 1000 1050 100 1150 miz
B+ ~ /8% A S ESI-MS Bl #

IGHA 15547
[
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(+4) %i8H A FTIR Bl#

—

100
95
90
85
80
75

70

65

%Transmittance

60+

55

50

45+

407

354

304

['Sennoside A

3426.77

2925.19™
2883.18

1714.48\

1637.89

D r———
1356.21 ¥-c>;

1571.17
1422.92 -

1467.40

1598.35

/
753.33
694.03

1096.77

1077.01

4000

3500

3000 2500

2000
Wavenumbers (cm-1)

1500

1000

B+ - ~ %/8% AFTIR Bl#

(= +) $iBF AUV F3#

K
\\211

224

269

335

2250

250.0 275.0 300.0

325.0

350.0

21
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St - ) BEY AL CREF B

2=~ §iBF Ahi 1§ 4 (DMSO- do)

position o (600 MHz)? oc (150 MHz)
1/ 159.1
2/2° 7.25(d, 1.5) 116.6
3/3 135.5
4/ 4 120.5
5/5 123.9
6/ 6 7.70 brs 135.1
77 7.43(d, 8.3) 118.3
8/8’ 157.7
9/ 9’ 186.5
10/ 10° 5.02s 54.0
11/11° 142.4°
12/12° 122.5
13/ 13 121.6
14/ 14° 138.3°
15/15° 165.8
17/ 17 477 (d, 7.7) 103.7
27/ 2 3.29m 73.7
37/ 37 3.42 (t,9.0) 75.4
47/ 4 3.16 (t, 9.0) 69.9
57/ 57 3.38m 77.6
6"/ 6 3.48 (dd, 6.4, 11.6); 3.76 (d, 11.6) 60.9
1-OH/ 1’-OH 11.36

%(Multiplicity, J in Hz) in ppm; assignment by HMBC correlations
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Z44) HRF BE R

A~ FiBY B - gL 43 (DMSO- de)

position o (600 MHz)? oc (150 MHz)

1 159.3

2 7.29 (d, 1.5) 116.5

3 135.5

4 120.2
5 123.6
6 7.51 overlapping 134.5

7 7.33 (d, 8.3) 117.6
8 157.3

9 186.5

10 5.01 (d, 4.0) 54.0°

11 141.5°
12 122.3
13 121.7
14 140.2°
15 166.1

I 159.5
2’ 7.26 (d, 1.6) 116.5
3’ 135.2
4 120.2
5’ 122.9
6’ 7.47 (overlapping) 134.3
7 7.23 (d, 8.4) 115.6
8’ 157.7
9’ 186.0
10° 4.96 (d, 4.0) 53.9¢
1 141.5°
12° 122.1
13° 121.7
14’ 139.7°
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15° 166.1

1 4.87 (d, 7.4) 102.5
27 3.29 (overlapping) 73.24
3” 3.33 (overlapping) 76.0
& 3.16 (m) 69.5¢
5” 3.35 (overlapping) 77.3°
6” 3.44 (m): 3.68 (dd.4.3. 11.1) 60.72
1 4.69 (d, 7.6) 102.4
2 3.31 (overlapping) 73.4¢
3 3.18 (m) 76.4
47 3.19 (m) 69.6°
5 3.35 (overlapping) 77.5¢
6" 3.54 (dd, 5.4, 11.0): 3.79 (d, 11.0) 60.72

1-OH 11.56

1’-OH 11.68

%Multiplicity, J in Hz) in ppm; Passignment by HMBC correlations; “Einterchangeable
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67 | ¥ &i%i% 2(CB)

33



[Em#a1)(L%° L) SR (FB7 EHERE) &2 p—2 B fiy:
TR EkCE Ik (3:3:02:2)
[5524) (p 7 B %)—HPTLC *% ¢ %(254 nm)# !

1 Blank 8°9 | &3 8(SK3)
%8 A(1.0 mg/mL) 10> 11 | # &% % 9 (SK4)
% /8% B (1.0 mg/mL) 1213 | # &i% % 10 (SK5)
455 | 4 &% % 6 (SK1) 14 Spike (# &% /% 6)
67 | &%k 7(SK2)

Rmp2zR o np FRF2L [FP224] 2552 (487 FL) 2 [BERA 1]
AWER D SHIET A2 HIHE B K K254 nm) T AR E

34



	番瀉葉
	(SENNAE FOLIUM)
	番瀉葉 MI
	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)
	番瀉葉 HPLC（藥材）
	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
	番瀉葉 TLC
	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、十批番瀉葉藥材樣品檢測

