BT BEEETHEE

224

il

Z [ BB ES ] www.angle.com.tw

IHEEYINT SRR, 5 1 224-234 2014
Ann. Rept. Food Drug Res. 5 : 224-234 2014

FREE Rl 0 £ HBIE 5 Z A2 7F - Sennoside B

wmE ETAY BREE BIkA A EMN KREE BREF EEE

R E BT bt

W R

BB SRAE R T 0 A AR AT 2 P B R AR RS 0 F 2 N
RZATHE S KT S ETE o RFFRRAFELZ " PER>HRAZEDL TR EHMH
EFELHRBAAES R RARES  HF RS E R R SR o AT
Sennoside B (%4 ¥ B)R &b RAt 2 &AL R AR R - REL TR T RABRER
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AEatEl B MEIEGEE R R
HELHMEBEREFHANGEAEET @ flamet 2
T2 MR B B T - I DVH R it
B BB - [ BRAERESN
IR EE I % B e B 5 B B s S [ 228 -
F—Ez2EEREMNAEERERG 2 &S
S E 2B TR R - RO -
W DR EREMILEABE R E
5o RIS AR P ot e o R R T
AT e

AR Z T EER oy E RAR
YL E B = L E LL A B e ] L R R
H 944 #L ELFEAE 58 i Glycyrrhizinic acid (H
%) » Paeoniflorin (%J%£E) » Baicalin (2%
1) » Berberine chloride (Z/b/)N\#f) + Puerarin
(B1R%) FSennoside A (FHHA)HIFE
WA ERERILEMAEY RE/ERE
Sennoside B (F/EEB)METIRE @ FRIKIRERE
i 2 5B 7 R TR RO B R - TR
FYNSME B B = T B By L [F R e - i
AEaAs R - HHERZE g Sennoside B
TR RS o B RS ATt e B A 38
He 7 HhEE o SRR ME S - I A T
R BRI AL 2 PR Rl oy S IR AT E i
FFEBIEEKYE -

MY E
— ~ MH
(-)J5K} : Sennoside B (ChromaDex, Irvine,
CA,USA) -
(C)REUE S HAZER J7Sennoside B¥

U S (L 5% : SEB0201 ~ SEB0402
SEB0403 » SEB0405) °
EFEE AT

Sodium acetate trihydrate (Riedel-de
Haén, Seelze, Germany) » Tetra-n-
heptylammonium bromide (R H{t T
TCI » £%f » HA) » Sulindac &zDMSO-d,
(Sigma-Aldrich, St.Louis, MO, USA) ~ fi&

BRE ~ UKEEER ~ HER ) 25 (Merck,
Whitehouse Station, NJ, USA)(}){# 3 %
b E] i) -
(&M : 0.45 um (Millipore, Billerica, MA,
USA) -
= R
Sennoside B R B B 2= 2L (Rl 2
K2 HEEESHIDA, B, C, D, E, F, G, HKIF
T BER I AHBR R AR AR - AT
EHEER
1. Mettler Toledo, AX 205, Switzerland (A »
C F
2. Mettler Toledo, XP 56, Switzerland (A)
3. Mettler Toledo, XS-204, Switzerland (B)
4. Sartorius, BP 211D, Germany (D)
5. AND, GR 202, Japan (E)
6. Denver, TB 215D, Germany (G)
7. OHAUS, PA214C, USA (H)
8. Mettler Toledo, AL204, Switzerland (I)
(=R AT (HPLC)
1. Agilent, 1100 series, United States (A »
F>G H)
2. Hitachi, L7000, Japan (B)
3. Waters, 2695 separations Module, USA
©)
4. Hitachi, L2000, Japan (D)
EEIMEREERUV)
. Agilent, CARY 300 Bio, USA (A)
. Hitachi, U 1900, Japan (B)
. Shimadzu, UV 160, Japan (C)
. Perkin Elmer, LAMBDA 25, USA (D)
. Agilent, HP 8453, USA (F)
. Hitachi, U2800, Japan (G)
. Thermo, BioMATE 3S, USA (H)
. Shimadzu, UV-1700, Japan (I)
(HFLMEREFEAR)
1. Jasco, FTIR-480, Japan (A)
2. Perkin Elmer, Spectrum RX1, USA (C)
3. Perkin Elmer, Spectrum I, USA (F)
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4. Perkin Elmer, Spectrum One, USA (G)
5. Thermo, Nicolet MAGNA IR550, USA
(H)
6. Bruker, FT-IR Vector 22, USA (I)
(BRI HESEE
1. KEM, Karl Fischer Coulometer KEM
MKC-520, Japan (A)
2. Metrohm, Karl Fischer Coulometer
Metrohm 701KF, USA (F)
3. Metrohm, Karl Fischer Coulometer
Metrohm 831KF, USA (G)
ISR E S E
1. Buchi, Buchi 540, Switzerland (A ~ D)
2. Stuart, SMP3, United Kingdom (C)
3. Buchi, Buchi 535, Switzerland (F)
4. Barnstead, MeL-TeMPII, USA (G)
(EIZ IR E(NMR)
1. Bruker, Avance-500, USA (AZ L5 A
B E A LbeE)
2. Bruker, AVIII-400, USA (C)
3. Varian, Unity Inova-500, USA (G)
(NTTERIHTEE(EA)
Heraeus, VarioEL-1II, Germany (AZFE51E
REEE E A T L)
=FE
RN EEE
A TE AR 2 B JRURE (5 mmHg LA T)FZ B 12/)N
B2 i i FORHG2 mg - FEREREE » B 50
mLA S » I11%IREE S NE TR ES
AR SLVATY PR EE AR 7SER 5
WL SYE FEE YR T Y- SR 1M B mT i S MR ¥ FEE
TEHRRIE L > FLEkiR200-500 nm.Z R OE
J& « 62269 ~ 30952354 nmliffiT 2EL A
R - SHEHE RO (Bl ©
(~)Sennoside B i g A il 72
1. B ENHEA RS
(1)1 MPE % - B T Sy VAR (pHL 5.0) = HX
Bl EM13.6 g » NIZKIAMRIEE 222100
mL ° R FHFRESER (VKB RRe ghn/KiE

100 mL:Z A1) FE HpHE £5.0 -

(VATRA = HUI MBS 2 - 156 I S0 4% T VA K
(pH 5.0) 7K F#E(1—10) ©

Q) H R AL - Y B & 8% (tetra-n-
heptylammonium bromide) 2.45 g * ¥4
RARAB ZE 2 REGR(17:8)F
521000 mL » DA EE - JERARS
MR - HEREBIAEA TR -

. BRI RO 3

HYSulindac#750 mg * FEHEREE » ER50
mLA SRS - DI B A A R I E
7 BEREREEVA (1,000 pg/mL) ©

B TR

B GRS me » AEHERGE - BERS
mLA S AR R mL -
MBS RS RRILES - SR
VATE(1,000 pg/mL) °

- T IR AR TR R

FETEE I LA mL » B 100 mL
KEMF - DIBEHERESR - |’ -
B i A IR B A I (10 pg/mL) © £
FEE AL RS mL > B 100 mLA &
iR DI EIEAMER - RE - HE
[T R A HE (0.5 pg/mL) e

R A 720 pL 0 AR AT 5

Mt > BREREATIERE 2 S R A - B

I 25 T PR 2 AHE 5 (%) (B

ZEEE 5 FENR0.01%E R 2) Hhik i

Bz o

SRR AT IR

(Dbt 88+ SRAN IR BT (I E I
£ 1340 nm)

(2)EHTE : C-AR-II * Cosmosil 4.6 mm
x15cm >’ 5 pum

GETERE : 30°C

(4)73 : 1.0 mL/min

(5)f BT 6 £ I, © B Sennoside B &
Sulindac® 1 mg * BEINS mLE N
W DI B AH A RO R Il E 7S - HY
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[iEapi&Fax: S
(6 HAJRK R = B A Bk B A 20 L
M b it 15 ROHR A T BT Ok 14 Rl -
Sennoside Bz 2= HITE LA H BE 5515 1
BT (R Ry I T TR R A I SRR
JEMTAE SR+ Sennoside Biff 25 .2
20%) °
(TG M7 E #iE : AR EHRER
Sennoside B Ze i o RFfE £ 6 (5% 2 i
@ o
(8P H 1 NGt + 3 g A JK v Y i
& » M A6K  Sennoside BIY 2
[HIfE < AR 22 SRR 1.5% -
ERCAMNER LI E
HYFEAS = JE JBE (5 mmHgPL T )EZ 1278
I 2 i ROk - $ Fh SR AR 7SR 3
Wz Y S 7 1 - L AN IR o B i R VR AL
FREEEINE & » HIRIBOEREEE H ANZE 5 5
Sennoside B¥HARYEH DUEREMIGE » 1R
EIENEE YA N
7Kk 53 & 2 HE

A i [ 42 A v 2 B L 2R 7SR 7k 4310
TEE-E EHIEZ

(B R
A i SRR 2 R PR S L B X R I R R

FEHEEREZ -
R IR RS E
ke i JEOR) S8 & it ANMR Tube » B R
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{=pIvea i
ENG e Ay}

TE R BT i
Eufii ARTSE T Sennoside B¥fIEAEAE T,
nn'E AT 2 RRE HTE%EH¥ZTT+H%/
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1. B Rt e s IR oL RS R R G B s
(B —RF—)HR » HRKRIOER
M) FHIE ST B 52693 £ 0.2 nm »
309.0 £ 0.3 nm52354.0 = 0.1 nm * FH%HE
R ZE10.2% » 0.3%20.1% (n =
6) ; M AW &R Hl (Bl
SEEE S A5239.5 0.1 ~ 175.3 £0.1 5%
172.5 £ 0.2 » MHEREERZE 5 5 5
0.1% ~ 0.1%}20.2% (n = 6) °

2. B E L FEG RS R - SRR (R
HETR - RO R (M) FIIE S
B%269.4 £ 0.7 nm ~ 303.0 £ 14.2 nm
349.3 + 15.6 nm * FHEHEHE(R 2= 55 B B
0.3% ~ 4.7%F4.4% (n = 8) ; F AKWLUL
B R Z FL 6 B (Bl SE 3 E 5 B B
2243 +36.4 > 183.9 £ 57.3/£170.2 +
36.8 » MHEEERET I 16.2% »
31.1%5221.6% (n = 8) °

3. Bt i Sl B B B = A () S B S
R Zz[lurj:ﬂ&ﬂéuﬂzﬁ(xmax)&ttﬂ&fc
JE(Bla) ZSFHIEKE - FEREZEREN
K (HURERE F'ﬁ%ﬁwﬁkﬁ HEE
f 2 FLIR S P (B o) 75 FLRECK » [ FL IR

B
i S
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S A

Zx— ~ Sennoside Biam R 2 SIS AITERE R (BrUi A ER)

HE A
Mean = S.D. R.S.D. (%)
1 2 3 4 5 6
TR AR £ (M, )
Ao 269.3 269.1 269.1 269.3 269.2 269.2 269.3+0.2 0.2
A2 ax 309.0 309.1 309.1 309.2 309.3 309.5 309.1 £0.3 0.3
A3 ax 354.0 354.1 354.0 354.1 354.0 354.1 354.0+0.1 0.1
BRI e 2 FEIR O (Bles)
Elio, 239.5 239.6 239.4 239.5 239.7 239.3 239.5+0.1 0.1
E2iom 175.3 175.4 175.2 175.3 175.4 175.2 175.3+0.1 0.1
E3io 172.5 172.7 172.3 172.7 172.5 172.3 172.5+0.2 0.2
< » Sennoside Bi&ER Z EIMER K ERIERE R (BB E M H R ER)
Laboratory”
Mean £+ S.D. R'OS/'D'
A B C D E F G H I (%)
e AR £ (Mo NM)
A 309 309 308 309 — 310 308 310 266 303.6+14.2 4.7
A2 ax 354 355 358 355 — 355 355 355 308 349.3+15.6 4.4
A3 nax 269 269 269 270 — 270 268 270 269 269.4+0.7 03
e AR WSO e o2 LIRS (B,
Elio 175.3 227.8 1474 150.3 — 139.0 1584 153.8 319.0 183.9+57.3 31.1
E2lon 172.5 2245 139.6 147.7 — 136.9 151.6 151.0 238.0 170.2+36.8 21.6
E3ii 239.5 3145 203.7 206.8 — 191.8 217.8 211.5 208.5 2243+36.4 16.2
a. ZBILFEE S OfE B 5= 43 B AA-TIER
KERZ A REEE - HEHER LA G R HARZER G E 15
SEBERABZRILARICERRE 2 FEE KE REHESS@W
UEE R B F A R B e i HE 2 7= Sennoside BiE B " » G2 HEE
/E\: o
(CIRLIMERE R E .
e — B Pkl B AL

1. Bl B B R - HORREE (B =) B H A
#5777 Sennoside Bﬂ/mTT{EI:ICﬁ”%Q
FLig - ¥94£3433 em™ ~ 1709 cm™ ~ 1637
cm’ 521073 cm’ [ff3 45 Sennoside BEF A
ZWRIL -
2. Bl AL R - HorakE
Wt B SR A B AR AR -
EiE s — SRR el
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HrgE Rl Sy EHIFAZEHE 1 2 BE5E - Sennoside B

I

* Sennoside B

lincla
e ey Sennoside B e s A |

| |
| | Sennoside B - 8 & # 5 # Sennoside B |
| HIAE S

WA ), A
T S R, TS

B fn

ao0ar|

E=

5 W® B MW B0 00 ¥ ©0 e N0 B w0
Mratas

Sennoside B ERHER HAZEF 5
Sennoside B¥IERIZZ#E G2 SR AEETE

=
CI=]

JHZEHSennoside BEEA A T H
AEE 5 5 T R IR AR ME L HPLC A
FERER T VR R T TR
EaE o HEEREAMERCEEZ
Sennoside AFFEE ¥ BEREHE S AH[E] (EHI
H R340 nmitE TR BB AG SR HT -

2. Bpud et - Rt Rl e B g 2 v

MEEAZRERTE - AT 22 - DIFE R
B H 2500 A FOR B +1
7T ETRES - RigiliRhE
AT REFAEZ M E T - IR A
W I HH 3 7% 22 T R 47 Sennoside BT RS
RF [T 6 6 135 2 IR [ 1 e 2 2 T 7 AU
H - AEarEE - HErEREOE= - 5t
BRI Rz et Em
BESE=0.01% » BERERE 2
% HEBERMER= - iR
FE111298.46-98.69% » M £598.59
+0.23% * FHEHEUER 2 550.23% » fF&5
FIREFEE98.5% L 2 HiA% -

3. RERERBM BT RS - OS8R

MREITHIE & - ET R ERAEHIEL - ta

<= ~ Sennoside Bigf[FEF 2 SXURAERBTHE
SHEGAE R (BRI ER)

FRE (%) (n=3)

K it 7
Mean + S.D. R.S.D. (%)
1 98.46 +0.34 0.34
2 98.58 +0.19 0.19
3 98.65+0.12 0.12
4 98.63 £0.10 0.10
5 98.58 £0.22 0.22
6 98.48 £ 0.36 0.36
7 98.64 +0.12 0.12
8 98.56 £ 0.05 0.05
9 98.60 +0.25 0.25
10 98.53 £0.35 0.35
11 98.63 £0.32 0.32
12 98.69 £ 0.09 0.09
13 98.53 £0.35 0.35
14 98.65+0.16 0.16
15 98.57+0.10 0.10
16 98.54+0.13 0.13
17 98.65+0.14 0.14
Ave. (Mean = S.D.) 98.59 £0.23
R.S.D. (%) 0.23

FHERE R ER IR, SR S E R
LTRSS - R R aRY - B E
B 2 E Y AR S RORHE
g 7 3% B v RE s R 2 S R B R BE Y

“—" {{FSennoside BELAHE L)
R R AR B - AR - &
BHEE S PIH2-10E M ER Y > 5
REREE 2R  SEMYZ8E
P— LRI 2 = EEE 3R
KKI¥T=0.7% - T2 B 5= i il 2
ARV 2= HITE 1 4 SR & E ST 12 0.44-
1.26% » L7 11298.74-99.56% °

REEBRIARY) > HBO R - Ry gE

HIEER B —EZaE - #ETER
EMFLFEFERRHE - HERaEF A
GH o DI SEp o SRR AT S - A
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YibtsetEE A

Z<[U » Sennoside Bitifd /R 2 SRR BB MES BiER (BR= AR )

Nty BB ENSZ MY & & (%)
(A% A B C D E F G H I
Imp. 1 0.39 0.02 0.04 0.04 - 0.45 0.70 0.05 -
Imp.2 0.06 0.01 0.46 0.06 - 0.06 0.09 0.02 -
— >
Imp.3 0.45 0.04 0.14 - 0.06 0.12 0.48 -
—>
Imp.4 0.05 0.04 - 0.14 0.26 0.02 -
—>
Imp.5 0.14 0.03 - 0.04 0.09 0.07 -
— > —>
Imp.6 0.05 0.05 - 0.08 -
—>
Imp.7 0.25 0.03 - 0.18 -
—>
Imp.8 0.06 - 0.06 -
Imp.9 - 0.06 —
Imp.10 - 0.04 —
FETH _ -
Y14 (%) 0.45 0.48 1.03 0.44 0.79 1.26 1.04
T (%) 99.55 99.52 98.97 99.56 — 99.21 98.74 98.96 —
R L T (RRREATRZ S SRR TR R S S SR TR A S IR L - ¥ =0.01%%
2. 7 FF{%E R Sennoside BYERS B B = /1 55 Z HPLCREATAS SR » B B Al g I R AR AL &
it Sennoside B LR BB - 20 Mz IRy B B ATREN I AR L B » B
TV EEEH T RET=0.7% » #&A FERIE T B R IRIR IR R A i s
fiv & E TR <1.26% » fliE=E Rz o
98.5%LA b+ BEUR H 508 FE AT R A ()5 R U 55 3
aEELEA - A fa R - HISMIRE R184.0°C (n
7k o3 mE il E =6) - BEgEHtLFEFHEBAR - HIERE

BB - KT ER3.40 £
0.54% » FHEMFHE(R 7 /515.88% (n = 5)
TFEIKT6%A T ZHE - BEE=ERILFE
bR - Kk E B R3.8% (n=16)
21.2% (n = 3)F4.2% (n = 3)  KATE B
B EE - i R - IR
RIS R R B B B 5 - ek
KRG EERER - ERERAERERE
PR ~ a8 2RO R EEE N B 2 i IR
B o (e R HEHISennoside BfgTH A2 75

53 E184°C (n=5) > 185°C (n = 3)
181°C (n=3)~ 183°C (n=3)189°C (n =
3) » RS ERERAGE RS A -
EF181-189°C o RIAREERFT A 215 %,
HIESEE - AR DIHGHAE - #HEHE
AR ZRELSEREMERABRZE
B - B2EHARERFTH16MHEE
i (USP) Sennoside B HEEHE I 2 V'
LRl - A Rl IR R [ Ry 180-
186°C » 5 B Wi == g I 5 SR 49 1 5 L i



231

LR TN _HE

ZE [ TiB#BIEE[S ] www.angle.com.tw
FREERY 3 B IEE L Z A5 AE - Sennoside B

5]

180
B 7 - Sennoside BB+ z "C-NMRE

[ E {11111 1 T
awy ” _ m
W ] -
[ 14 N m
fis g -
T
it sam -7
2 - -
it = g BE P8
£iirs | W
TR =3 1 o - _
BT b i e 2 e
e w» _ e——— a0 " o
g - — — =i
m.ﬂ.“ﬂ.l..h — |.|_.__ I% re - —
£ Lo L P
e, Iu —
a0 = ) |
N =t 2R " e,
Ly p— = s - & “.H)..._r
i g VI e
B =~ 5 r
e __ AN = e b
iR - [ . = b
ASCFF L WL T - T‘r
LOH
iy E= " —— = £
MRRUE -,
= IE LB T
i = { Eres ..ﬂ N o
o PR vt il B
e o= SH W e B
! o - w LS
“““ E S PR s | “ﬂ._p =
miT = A - | ““ =
HM : | g e
i T (2 e/
ELEF L N T
Bibrgd Foaw e
ﬂ | -
IS
& E .
[ m W —
[0 LE ““W
3= e — e 8 -
| »
E . : . S T — -4 |
L — = O S T L8
- n i 3| ——
, _".l_-“" == 23 “ sy -
Bl e = |
L [e] L

A
=

120 110 100 90 80

T T T T T
160 150 140 130

170

180



FZHT - BEREFESERE - FE [ RERESESE ] www.angle.com.tw
232
BEEYITR R SR

A o s ) B T E R SER S,

IR R E Eﬁ%ﬁﬁﬁ I Sennoside B¥IREHE N, | &7 5
BB ESEREEEHERS PO B HSP R ER198.5% DL E - FrfdEaT
faifll ,E;'H NMR 2 " C-NMR: 5 [ 411 e rR3ERY 5 Sennoside B} IEAZHE 7 Sl AR
Mg~ Ao EhamEideE s R o s gin] L2t .
&Y A*%#;‘ET% T~ A2 Sennoside B HAREHE 5, 2 HUET

(LTR ST FRE > AR EE8.5% DA E Kk 536%
Bl RE e R HERT O PUT » BEEHEESNOE ~ RLIMSEBOEE EE
I FEERANFEF » C 1 57.0% ° H @ 4.6% ° EREREE - SREE - BRI IR ERE Ko
EHPEZR{EC : 58.5% * H : 4.4% > HE#= ZoMiaRERREN - 55 BKEEZ

B R PTRE S A A dh K o RREL 51
{lﬁ}?{*DHE;KZSennomde BIT 53 A B
amlE LS BUEADE - HERARREE 51
fl‘l’*maa7J<ZlﬂZn:1Eﬁ(?‘=€ﬁ) > K HARZE T

.

FHHGH > = RE A e
i R IR E A B 2
SRR BIRIR LT R — 2L

Sennoside B¥fHEHE HL TR HTHER(C ¢ B AT B E - ﬁﬁé%‘éﬁﬁ%‘%
57.3% * H : 4.6%) + HEHIEIRE 1865 A 4 =
7K o e &
) ) AR FEHEEH » T T
RmEEE oA ) - FRE S S
heA " B 3L RS o - FrlEGH G E Rk
— ~ ABF5EEr 5 Sennoside B SLF R - FEH EIRAT] ~ R EE AN EFRHRE
A -~ Sennoside BigRER Z TTEAMMHER
N as v - e
BRI, a2z T B
Sennoside B R.S. C,Hy,Os C 58.5% C 57.0%
(862) H4.4% H4.6%
CH,OH
o)
OH
11
COOH
COOH
anon [T T~
© |
OH e} OH
H
OH
Sennoside B R.S. (J.P.) Cy,HyO0s C 58.5% C57.2%
(862) H4.4% H 4.6%
Sennoside A + 1H,0O C,H,00, C57.3%
(880) H 4.6%
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Qualitatively Evaluating the Preparation of Chinese
Medicine: Sennoside B Reference Standard

YA-HUI HSU, CHEN-CHUNG WANG, SZU-HUI CHEN, YI-CHU LIU,
MEI-CHIH LIN, HWEI-FANG CHENG AND YANG-CHIH SHIH

Division of Research and Analysis, FDA

ABSTRACT

The raw material of sennoside B was examined prior to the preparation of the “Sennoside B
Reference Standard”. The physiochemical properities of the candidate material were evaluated by a
collaborative study of nine laboratories. The analytical data obtained can be summarized as the following:
the UV maximum absorption wavelength (A,,,): 269.4, 303.6, and 349.3 nm; the corresponding specific
absorbance (Ei.) at the maxima wavelength: 224. 3 183.9, and 170.2, respectively. IR spectra presented
IR absorption at 3421, 1712, 1637, and 1074 cm™'. HPLC analysis showed 2-10 impurities where the
individual amount was =0.7% and data from each laboratory indicated that the total impurity amount was
=1.26%. Based on the results above, the candidate material met the requirements as authorized by the
“Sennoside B Reference Standard.”

Key words: sennoside B, chinese medicine reference standard, collaborative study



