The Japanese Soci ety of Pharnmacognosy

HeREEMEEk 64 (2), 83-89 (2010)

XY FFHOLEZNEKY RBIXUNRG XV LZRBEFBROOWT

MR M, AAET, FHEETHE, KEET, &8KK, EHED, BEFES,
HEEE, +RERTF, TEE—, o & BN £ AHBE—, RXEERE,

mHEE,
TR IETS,

WA &, Bk
4 ESEERS

A Quantitative Analysis of Catalposide and p-Hydroxybenzoic Acid
in CATALPAE FRUCTUS

Mamoru Okasaka, Keiko Arimoto, Michiho Ito, Yuko Osumi, Tomonari Kanaya, Eiji Sakai, Yasuo
Shimada, Yoshitaka Takai, Takaomi Tagami, Kayoko Tokura, Kenichi Nakajima, Mamoru Noguchi,
Takashi Hashizume, Yoichi Hisata, Gisho Honda, Masataka Moriyasu, Yutaka Yamamoto and
Tsuguo Yokokura
Shoyakuhinshitsushudankai, 1000, Enmyou-cho, Kashiwara 582-0027, Japan

(Received November 4, 2009)

CATALPAE FRUCTUS, a traditional Japanese medicines used as a diuretic whose
origin described in the Japanese Pharmacopoeia Fifteenth Edition (JP15), is the fruit of
Catalpa ovata G. Don and C. bungei C. A. Mayer (Bignoniaceae). Detection of
para-hydroxybenzoic acid and catalposide by thin layer chromatography (TLC) is an
authorized method for identification of the drug; however, catalposide cannot be detected
from some of the market samples by this method probably because of low content. In
order to investigate catalposide content of the market samples, a method for quantitative
analysis of the compound using HPLC was developed. The content of catalposide was
shown to vary from 0% to 0.079% among the samples and seemed to be less in aged
samples. Detection of catalposide by the TLC analysis was successful when its content

was more than 0.01%.
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BHERESNLTVD. REEL LT, BRESDL 2%
T ARIRA E LTROWOATE 2, KIEBRIZEA
HEER SIS, BACEREND LY iCkoT kD
THY D, BREBFIIIE S KELSIE SN T3,

THEAER] TIIREIIOVWTOTHITEL, SEOE
BREEHEAR, BAREL L TTRICREIN TS, TH

(83)

FIREEH ] 2T, FEORIRE, REEE, BE, BHRL
CIC, HRIIFROKME, REBERSICHENSD L
ENTWE. TSI RAERELE LTAHVGN,
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THELMR L 7.

Bk 4 (Y47 B RFELHEREN GEHEH
ERXEH TRER) LVRIRL, BRGEE TR
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(LB 0.5 g2, BIREEA ZILEN 25 mL oM A
10 ZEOBRMEGRH A 2 BT Tolnh, SEET
S0mL & L7, ¥, 1-77% ) —AToMEBERL, 1-7
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nm-500 nm {287 B, BEALR FOE—T by T TOR
R MNEEDVARTORARYT MUVBEURTY JETO
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COSMOSIL 5C18-AR-1I (¢ 4.6 mmx150 mm)
LC-9A (Shimadzu)
SPD-6A (Shimadzu)
CHROMATOPAC C-R4A (Shimadzu)
.. CO-8020(Tosoh)
YMC-Pack ODS-AQ312 (¢ 6.0 mmx150 mm)
LC-10ADvp (Shimadzu)
SPD-10Avp (Shimadzu)

CLASS-VP Ver. 6.12 SP5 (Shimadzu)
____________________ CTO-10Avp (Shimadzw)
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______________________ CTO-6A (Shimadzw)
YMC-Pack ODS-AM (¢ 4.6 mmx150 mm)
LC-20AT (Shimadzu)
SPD-M20A (Shimadzu)
Lesolution Ver. 1.22 SP1 (Shimadzu)
CTO-20AC (Shimadzu)
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REHR/a~- I LER 2R L.
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e Uiz, ZnOBERKEEZNEN I mL T OERICE
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L7
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(2) HHFHE
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L7-. BIMBGHMHIERK | O — 7 @84 100 & L, &l
HEREIC ST 2 E 4 RO FER, BRMBMHICL S
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4 HhH5IE L fHSR
A | OBFANBMLZ 100 % & T5.

HHER, BE OHMHIZERBE THo=70, fIHFIE
BB TITO & & LT,

(3) FhHAELR L HHEIK

30% A% —LTOREREZR 2 (No.l~8) (Z/RLT-.
F 2D No. ITRLEFEIZE Y, BERSHN 1%UT
Elpot-. HE-C, TREHN05g1230% A%/ —/L 40 m
L &M% 20 REERMEL, ABRBEDE 30% A4
—/ 10 mL THE#%, £ DOREMIZ30% A ¥/ —/L 30 mL
Nz 20 BB L, A% 30% A%/ —/I 5 mL
TEHET D, SOICEBREDE 30% A ¥ ) —/ 15mL T 20
SFEEEMAL, 2EBRERCAKEHHE 100 mL &9
D1 WO FETHEERITIZ L L L. F£72, No. 1~
7 DIFETIHIRER AN 1% U T LR bR olel &b
O, ¥YHFEOH Z ARy RFHHINIZSWRSTH
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1-3. ERERGE —7 R

AELRY RRUONRNFIAXFEEEFEBRIZOE 02 4
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#2 MHEEE, MHEE, MHHEROR

WHBEEOE

it TRk B :¢fae! =B

No. (mL) (min) E%  (mL) BT e
1 50mL 10 ] 50 6.40
2 25mL,25mL 10 2 50 4.49
3 25mL,25mL 20 2 50 4.40
4 20mL, 15mL, 15 mL 10 3 50 3.81
5 40mL 20 1 50 5.52
6 25mL.15mL 20, 10 2 50 3.45
7 25mL, 10 mL, 10 mL 20, 10, 10 3 50 4.55
8 40 mL (10mL T¥E#). 30 mL (5 mL T¥e#), 15 mL 20 3 100 0.36
* RERRS (%)= HHERESOHH INTRSB/EHERFTORSEFHHRE OB a -y
£)x100
#x3 OBHTHEOKR* F4 BOVTHEEBRICBIT A OIFEE DR R
SIHTHERE A SrHTRERES B AR HEN RITFFL  EHRRE
RITEE  HEL SFFF WEN T RTF R R RRER ()
R R EEEE AR TEEEE A 0.154 0.176 6.35
1 0.149 0.178 0.153 0.166 B 0.150 0.163 7.79
T oGm0 017 0l16e C o1 oI 86
3 . . . )
4 0.159 0.176 0.149 0.167 g ngi gﬁ;g gjg
5 0.159 0.178 0.147 0.163 : : :
______ 6 0154 0173 0147 0164 F 0.163 0.176 791
EHE 0.154 0.176 0.150 0.165 G 0.174 0.168 8.18
E¥RE 0.00430 0.00357 0.00346 0.00158 ...H 0147 0172 536
kA%t , FHE 0.156 0.174
EHRE 2.79 2.03 2.32 0.96 EHERFZE 0.01020 0.00541
FE R R IR ERAE (%) TRt 6.53 312
BERE ) '

B (x) L E— 2 EHE (y) ORICRFRERESEO L.
A F R it y=271069x-1036.2, /374 F %2 BERK
ity =89299.4x-2721.3 TH v, MBEFEE R) x0Fhd
1.000 TH o 7.

E— 7R EICONT, FEOFER, BLUE 09398 T
Hofo, BEER, 1GESRDIFEEY—IZHENRTNZ
LERRTID, Y- REHIEVLEEIONT.

1-4. DHMTHRE

XY roR— AT 6o @I ELEREITL,
ZONYREE (BHMTHE) % 2 2OoHH#E (A, B) T
BEtL7z (F3). ZORE, HVH#E A TEI X LRY
FOMEIMERERZET 2.79%, /37 4 F 2 REFHROFMIE
BIRZET 2.03%Tho7z. iz, PHHEEAB Tz # AR
¥ PO EREREIT 2.32%, X7 F L LZRBEBOHEX
EERZEIT 0.96% TH > 7
1-5. SFTSEIRICE T 2 o E

8OOSR BN T, FY P of—R e EHWT
AEINVKRY RERUONRIAXRVEEEFSHROEREITV, &4
PHEBERTIC BT D TR E AR L- (R 4). TORE,
B EZNR L ROMAEEREL 6.53%, 74X REEF
B OMEEREIL3.12% Th 7.
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*EERBRIILERBERREE (%)

ENENOSHBBTHW ST AOH ZLRY RiZ
DWTOEIREEEIT, B A 11912 B, B B ¢
12260 Bk, Z>HrHER8 C : 15627 Bx, Z#7H4R8 D : 9433 E,
SIHTRERS E - 14688 B, Sy HTHERT F: 11288 Bk, /o iTHERI G -
13259 B%, 4B H : 11417 B2 Th o7,

1-6. XYY LFHOHFNRY RREART X VELER
E Rk

XYV TSOBEN 0S5 g #RBEIZEY, BHAF ) —
v (3—10) 40 mL #H0Z, BROHZFZ T TKEBET
20 RENBAL, B, ABL, REMIEDIAY ) —
/U (3—10) 10 mL TEEEETH. HEMIHEDT- A F
/=N (3—10) 30 mL #/0%, FEROMEBREZTV,
BRI OWTIZEDZAZ /—4 (3—10) 5mL TkL
k45, BIIEOBREHICEDIZAY ) —1 (3—10)
15mL 2z, BHROBIEEZITH, BRE R AREHDE,
O AF ) —N (3—10) ZMXIERIZ 100 mL & L
HENRIR L +5. BT, W EARY R 10 mg #BEICE
D, BHAZ /— (3—10) (2L, EREZ 100 mL
EL, EHERERE (1) 15, £, RTFXULEEER
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RS FHHFITERGEFONZALRY RERUOART A XV ZEERE B L GREHE

otk W B R g (60°C) Ef2
o RIFHRL HBBE e RoF X RLIRI R
No. B ZIVIRY R 428 B (%) V2 48 %)
1 0.010 0.039 9.36 0.010 0.038 7.38
2 0.002 0.048 9.52 0.003 0.048 7.67
3 0.009 0.057 7.92 0.009 0.056 6.85
0.055 0.217 9.82 0.042% 0.175 7.94
4 0.065 0.207% 7.71®
5 0.002 0.019 9.18 0.004 0.020 9.28

BfE No.y 11 X444, BRAHHFAKREEIC CTREL 2 FH 44, I BEB KD TR 3: 3H47,
I SRR SA T THREL. 40 Y4 4, FUESAEIC TEREL 5. b o R4 IR B SRR KSR THER.

*TE BRI R EREE (%) a): 12 FrEELR.

b): 4 AEEE

F6 XUV FHBETOIZNRY REORS T XL LEEEREG R L i RHE

4 e e N7 HERV IR E
(& No. P Hiy FiZ27N AfE HFARUER o8 B (%)
1 FE JE 1992 0.005 0.200 9.05
2 =gl 8 1995 N.D. 0.135 7.83
3 B |87 1996 0.022 0.220 8.66
4 =20 8.7 1997 0.003 0.065 8.38
5 FE 87 1999 0.013 0.135 8.23
6 B =87 2000 0.008 0.123 8.81
7 B 87 2001 0.010 0.117 8.75
8 =) ~H4 7 2001 0.012 0.090 3.88
9 =M NS 2002 0.012 0.095 8.38
10 B Y T 2002 0.017 0.098 8.33
11 —oh! JER 2003 0.012 0.148 8.91
12 =M =¥ 2004 0.016 0.153 8.88
13 B 5 2005 0.008 0.069 8.74
14 M B 2006 0.020 0.147 9.32
15 ol REAES 2006 0.023 0.113 8.27
16 B 2 A 2006 0.011 0.103 8.77
17 =g %) Fr 2007 0.012 0.067 9.08
18 B REIEA 2007 0.021 0.083 9.74
19 RBH =52 2007 0.079 0.116 8.33
20 REFR ZI| A 2007 0.022 0.111 7.98
21 FE A Fr 2008 0.009 0.076 8.02
22 = Al 87 2008 0.012 0.066 8.27
23 B %7 2008 0.030 0.129 8.53
24 EEFER %) A 2008 0.030 0.080 8.97
25 =A\ 58 2008 0.014 0.083 10.08
FERFRIIMRBEREE (%). ND.: REed
WI0mg 2FEICEY, EDl-A% /) — 3—10) IZ5B HERE M
AL, IEFEZ 100 mL &L, SEREK (2) 45, #F8€  BH&E  FRCEER (ERE : 260 nm)

FiR (1) ROBERRK (2) #Z0Fh IlmL T OERMKIC
&Y, BHioA¥ /— (3—10) 2INA TERIZ 20 mL
L, BERERETD. AEARKROMEERK20 1 LT
DERIEREIZED, ROFHETRIEI a5 7 4 —12k
DRBRET, ZNERADERDO Y FAHEY RROVT 4%
VEEEBROY—JEEEMETS.

(88)

HT L AEA6 T 6.0mm, BS 15cm DRAT L RE
25 um QifEI e~ w77 4—BA 755
AU MBI BT ALEFTRTATS.

BT LIBE L A0CCFHE D —EiRE

BE#VE : K/7& b=k UL/EEEE (100) B (87:13: 1)

B AR ORI 15 2 d L5 ICH
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BT 5.

2. EBR&ADSHT

FWELL-REBHC X BIROFEEFAONTHEAR LR
BONRG AR L BEEBOERE{TT2
21 RBREBOAINEY R, RFGAXRREFROER
R
KSIRLILEEBY, BREGER LGB (60C) Toz
BTIIRSERIITEIIRD O Lo 72 BiEK 4 OB R
RLfE L W (60°C) B TOEIC OV, BRiIKICES
BEAZEOAHEENEZ 2 ST,
3. HiBEMDIHT
3-1. RO FNVET R,
R

FKOIRLIZERY, B HZNAEY FiE N.D.~0.079%,
NI A XV EEEREL 0.065~0220%ThH 7. AREN
HOREIZENZARY FEEMEL RBEMICH T
ZOBEME LT, REGFORBEDEE L SICLY, B
BAICERBRETHAE I o 70O TIIRWNEEL bR,
32, HimEMORERARSER

HF KD R, B8 0.01%LL EOREHI B O THER
TARIENTE. LN ->T, BFERRRIIBITAHE
HIFRSAEL, $001%THDEBA b, 2, T 4F
VERERIZOWTIE, £ THEARETH .

NREAXVEBEROER

& A
FHHSORARERFIZE T LHBRBROEERS

HHERENRY RRUNTFT A X LEREFBED HPLC (2K
LEBEFMN L, WRIZ, 957 E2EIRL, wiiy
DEV (BREBRETIT 60CTOEER) (LB 0K
VRRORTAF CEEEFEBOEGEEDENIC OV TRE
L& 22, 0BV L2 EEELERD ONR
Mholz., E6IZ, FYHFOFBRIZONWTHZ LR R
BELNSAXVEEEHMERLMELLLZA B
Ry FEEIT NDA~0.079%, T4 % L RBEEFHREEIT
0.065~0.220% T > 7=. HHZ LKL RIZAFEDOT K
Iz EEERDMEVEMIZS F7=, ARERHICHRE
ENTVHRERREBR T, P ALK FEE 0.01%LL LD
BRIET, BFANVKR RFORKRy NOERPFEETH - 7=,

o7,

%ﬁ FEICHT-0, T HBEROEEEZ LT
SRR SR U T A TEE, KRAEEAERSH, BITAE
%Hﬁiﬁﬁﬁ:, HAESHERTRICES - L E T

(89)

BEXRE T

1) JKEFEEIR, “WBEFR A L P ELE, H A EIRIEER

S%t, U B, 1991, pp. 378-384

BANEEHS, “RHFEEKAZHFDO F5 &7,

K%&%ia%&,ﬁﬁJ%awjﬁ.
[ fe, “HTET IR @A B f B S B R U,

MEfE, BIET, 2002, pp. 484-485

IR BRE, B3RFEEE, 60, 544-549 (1964).

5) g KEBEE B IKEEEE 60, 550-555 (1964).
ARETEE-—, BEEE, S8R, ¥

(1963).

BEARBAE, “5F-+ILWIE B ARER 5, 2006, pp. 1201
AAERFRHEREZSS, "B +EWERAER
TR E”, B)IIENE, 2006, D-173.

gARZAE, M ESF—, HIREME, FHEESR, EESH
E, 22, 359-367 (1991).

a4 CEEEIIUTOL RO LND.
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