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kO, RO, kA
(L LR ARG RATAYTIE, <L 650100; 2. ~FBRALARAR, ~FlLN 650217)

[ E] AM: BEIESHEWNERENE S, BITHAEELRERIEEE. ik RADRE
AR A BT, WBERHTE (32£0.5)°C, $RHAH SO0r - min ™', HHHIRAARENE S SWE,
EIEHEN Tuna Cg (250mm x4, 6mm, Spm); JsiAf: 0.2% ZZ B KSR (JOBERRET pITEHZE3.1£0.1) -
LB5 (60:40); . lmL - min~'; #9JF4 260nm; H:iH 25C, G5 AE LT H 4.95 ~ 59.4pg

mL ™!

, 1=0.9999; ¥ IglalfiR7 98.3% , RSD% #0.50% (n=9), XFARRAU T &G RUERE B TIE,

BHESHLR LR EETN (£<0.05), Gib: AHEBARLE, W, RENS, SATELHREWN

R .
[XgiF] FIWEN, B0, SamalaEk
hE4r#S: R284.2 MEiREE: A

S ZE (Bullyaconitine A) £ MK 81 I
(Aconitum georgei Comber) B{{E 73k (Aconitum
bulleyanum Diels. ) %5 $2 B4 5 21| f)—Fp 53 24
. AR, SRR EEEE S AN EE
#) 15. 3 ~65. 5 B F DEARE) 1208 ~7195 /%, 44
AR AE ) LRt (HAR iR Seat i) e mE K,
BEEMGRS/LRESEY . kR FFEATEX
WA M REN R R, . BN
ALY, FER OB WA . #th, &, HA
R, BARER, TARERS. JTRWEZFRLS
HIRFA T B REN MY, TR O RG2S
JH B R B 1L 3O A R WU R S R B, ROR
I T R PEAE T SR, A T B8R
e, DESRERBUERS, BT
FEEHEN M EREEIE Y, Mz R
PR i 8 R IR AL 5 0k B T A et 1
u AT
1 UHESRHE

E M Agilentl100 5 2% W AH 35X, @
GI331A P4 JT # B &, GI322A H 7 it K #l,
GI329A HENTEAESS, G1314 Z4MEMEE, GI329A
FHRAS, Agilent1100 1h23% I fF¥E; ZRS -8 AIERE

«WESEER: 2009—09—17 fEEBE]: 2009—12—13

TEHE . 1000—2723(2010)03—0021—04

A A (REBRYEERW ), SFERERER
LM (BYIHZENRBARAFES); &
MW R (BB 245 4 B R AR B KR A JAE
3 4% 46, it 5. 20011001, HPLC & & K J°
99.5% ); LLGHEI; (10em’, §HELHE 4mg,
BWIH ZGE W B HARAA, #ity: 031229,
031230, 031231) . ZJGA 5L, HuifHmEh
2 BigkH

a4 luna Cy; (250mm x 4. 6mm, Sum);
WA 0.2% —ZRe/KuEw (SRR M35 pH H
F£3.1+0.1) - Z}(60:40); F#E: lmL -
min~'; K W K 2600m; FER 25C, dEHE R
20pLl, MR ECGE R D R FiE T AMIKTF3 000,
3 FEEER
3.1 EEAHE
LT AR EER

HERREAE B E T4 sh RS
FAT R 15mg, FI/b i 0. 0lmol/L £h TR 17 Wi 7 it
J&, FRKFREGI A 1mL 3175 15 g (9
3012 B EER

BAMST R, BxTFRESERPR, RETHE

EEE: KE (1973~), B, ZWRUIA, RELEN, KFHEWITMHETE L,
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HARF, #ER “3.3.17 5T BRI e 5 TR BUR
Ja, TR, BUERIEWALE AR
3.1.3 =AEER

A& L5 B RS MBI, # 8
“3.3.17 R BB E LR, i, B
SRUB WAL RS AR W
3.2 BABEMNENFHEFRRE
321 BEXREFR

MELRAENRMOLE, MANER R
Hl A E ImL & 0.2mg AIEMW, fERT &, 75
WBES B & 2.5, 5.0, 10.0, 15.0, 20.0,
25.0, 30.0mlL F100mL &6, BRIEFTRE
ZIEE, 85, BB, 23T R ERER %
20pL, FAWMHEIEN, idFaEk, DIgmR
FOME y WP BAR, HRERE x (pg.mL™") kg
ArezblpnEll gk, THHE R R

y =33.669x -5.86, r=0.99995 (n=7)

R EW, O EMHEREREA 495 ~
59.4pg - mLT'TEFIAA RIS LE,
3.22 HREERR

BB A AT AR A . B RS 24h 19I5
W, 2 ARRPRRAL 24h MR, TRER RS
#HE 20pL, ilsk HPLC {4, WHE 1, Z5R%
W, HRxS i SRR LT,
3.2.3 mEERRRE

B AR AL — B R T4 5h iy B 0 | g0 BR
fiE s, WEPKE, 0. lmol/L E: R 10mL &
iR Je FRZKAR B 1 mg/mL BYTEVR, VRS HR S I
BW; HBASEHEHORREGERL (Pag0k) 9
R, BRERENEE (FFRZ5HE M XD 5 -
B, N, HZSEIEREE FNEE L, 28] 158
1~3 U5, 4~6U% 7~9 051 mA 20, 3.2,
4. 0mL XTHF &, BBNEFELAEILTT #1E,
F45 3h B 6] S BUEE . FIH HPLC 4h k4 260nm
FERAWE, TEESHERMOEER, 452K,
e = 3 R MR E Y IR0k 2 ) il A 98.50%
98.22% , 98.25% , RSD 43514 0.51% , 0.49% ,
0.68% (n=3), ZREHAFEMFBERL .
3.2.4 EEHEAE

It S 031231 L SHERIG6 i, & “fhik
SRR PRI IE” TR e B ARE, SR
RSDHy (n=6), E&HEAHFENTEEHRIS
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C. ZER%R
E1 HPLC &ifHE

3.5 BE¥ERR

Ko R IR HE TR 12h M BUAE I3 R 20T,
REVHE6 K, S5FEEAI RSD 5 0.72%.
3.2.6 BEHERAR

TR IS [a] 2 12h W BURE I RGE &, 20T
0, 1,2, 4, 8, 12, 24h NIFEE 20pL, iDF g
A, WETE AR RSD% 5 0.82% , FMHFE 24h AT
TS
3.3 BAEHERNLE
3.3.1 BHESAHLE

SRR/ ERREE JE (F2), # 200mL
ZWR TR ZEE AT LA, Ani ki




H3H ik

fli: HPLC ¥ i % B & W 3 W R AL

BERFFI (32+0.5)C, MESHAEIEEFH
EEER R, BEmEE F, BENEETREKT
B, HEME S0r - min ', FEPLEREES: 6 H, 43
BT 6 AT e, JPRIE 5 RIE R E T
17, PIFMEE (25 +2) mm, JROREEHIFF 1, 3,
6,9, 12, 24, 30, 36, 48h B(FE SmL, BUEE(T &
FAREERE S Lz RIES (BHEERED
Flem), FGHWIK Sml. %, FMFLIERELS,
BUSHAE A BER . B “3.1.17 B FikE S
TR ER TR, B BURERE 5 VR 5 et BR R VA TR
“3.2.17 YiE, DEmATEBERBERERSF.
MEAS R SR RIE3 Ht, B LR
i, IR, K1,

F1 BESBERWHATERHLE
(;is) /%, n=6

Eiin=2 031229 031230 031231
1h 15.4 0.6 16.0£1.6 18.2+1.0
3h 2601+1.1 26.9+2.2 29.9+£1.2
6h 37.2x1.1 37.8+2.7 42.4+1.3
Sh 46.0£2.4 46.3 £3.4 51.6+£1.0
12h 53.3x1.5 53.0+3.3 59.1x1.3
24h 74.8 1.5 75.9+£5.1 83.9+1.5
30h 85.3+2.8 83.0+5.6 93.8+1.8
36h 91.4x2.4 91.0+6.5 100.2 1.7
43h 97.9+4.5 99.5+6.4 107.1+£3.0

AR fa S [ B 18] £ - 32 RGBT W LA T,
LA TR AT ARAR, bl Bas ik #a, FERIEh
FEARIRE . MRS BHEBRE . ZH ERNE
RIGIEAMIE, 2 5ITHE I A [ R AR
MR, BHUEME A3,

108 - AR Eag
i 4:{5.@:}
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A, | BB/ mm B. TEMEE/mm
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C. RBREBRITA
B2 BHEUNEXERE

100% r
80%
B 60w -
=
= 40%
B
20%
0% | 1 1 1 1
0 20 40 60 80

B [E]/h
B3 031231 #tE S HEMFHAERE L

F2 PR R A Ll — G TR
Higuchii JyFeH Weibull SR HLG, G2 H
k2,

R2 ESREMERHZOLSSH

s 031229 031230 031231
r 0.9991 0.9991 0. 9994

— AR
s 0.0148 0.0141 0.0129
r 0. 9963 0. 9977 0. 9946

TTiguchii J7#
s 0. 0258 0. 0202 0. 0336
r 0.9994 0. 9998 0. 9996

Weibudl 7 ¢
s 0.0133 0. 0076 0.0119

E RPrA@ERHE, s hikE,

M2 PATIL, AF MBS Weibull f

R AIGE, —FERILKZ, Higuchii JiRH

BIE MR EE., B Weibull LG 104 <
AEEAf, 0 Weibull FHE -4 LR 50%
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=% 63.2% FrE MBI, i3 A~ ZEO0F AL LU
R L A I ER BRI, SRR —
FEFR G UGS R ERER, UGEEW
%3,

R3 SHERBGEERBHEGER

e 031229 031230 031231
S K/h™' r K/h™' r K/h™' r

1 0.0466 0.9978 0.0428 0.9991 0.0510 0.9992
2 0.0535 0.9993 0.0427 0.9990 0.0513 0,9990
3 0.0529 0.9980 0.0469 0.9991 0.0488 0.9993
4 0.0431 0.9987 0.0388 0.9983 0.0480 0.9992
5 0.0451 0.9989 0.0519 0.9995 0.0422 0.9995
6 0.0470 0.9991 0.0393 0.9982 0.0504 0.9992
T4 0. 0480 0.0437 0. 0486

E AP KAFSRETH.

LG A SRR, 3 JIlG 2R 09 AH ¢ R BERR
U7, BEIH A — el 3y Bl A RS B2 I 48 2
AT, X EiR 3 MSFIN B ELE ST ES
AR R EBEET BRI ER TR ITER
X(P>0.05) , KRR T ZAHHERKE, [F
RN RN 5i1- 2 g pry—eA LK y: I
4 itig
4.1 B AR LH
4.1.1 BHAFARENEE

“ifbok i pH {65 MK K ko R, S5
FEEGKEM; MR RKIREEZ 2 32°C, Br Lk £
MR (32 £0.5)C,
4.1.2 HHEESEHFEWHRE

R 3 1 BT L P Y B AR /IR, 75 3k FR E
R, 2R HGE B P, A REBUE B TR R
BB, M oh, B W= M B N 45 25 3d, BB R 3%
K, B AR ek 9 4% 5% 20 50r/min,,
4.1.3 BHNMFAERYHRE

45 R AT L i J7 1k (VNARIE) M EZ
A FTE (KK E), B W E (#S
031231) MR EHTRE., PMENABEHEN
200mT., RARE R 700ml., HE#RIES—F, WFs
AR MR EATR S, K50 S BB E

BAMTTES I ER (£ >0.05) . A4,

120
100
80
60 -
10
20

BB

0 10 20 30 40 50 60
i 1l /h
—— HiENE —— SRR
B4 HETESEAHRTENLR

4.2 HAEIEHER SRR ETEREGAE
MR R R T 2=/ A 5 A TE] Lo

PUEHIEE SR ', RIS e AE 1h B2 0557 (9

BRGSO, 12h A RRAL 50% fir Xt 87 i B[] 45, 30h

KBTI 17 75% Fof I (4 B 18] A5 55 AR i e ik g %

TR, 0 A 3,9 0 24h, 43 IR T REZS 15% ~

35% ,30% ~55% F1 60% ~90%. 3% 6 /B & 2

BRZGihek A RETE X AHTIa] &, Mo i3 fil X

6 /™ Bsf i) o R IIORE, BIVRT 428 A i 9 44O h R 24

{E.

RSB EERGERL T M L ZHET

3 AR & (S 4 B0 A 0031229 031230,

031231) , 347 T BIERE . Fiitix 3 MRS

BAUE B R B, HAE 1h BIRBUETEREY 13.59%

~20.35% ;3h 3 23.06% ~31.83% ;9h %y 41. 48%

~ 53.27%; 12h # 47.95% ~ 61.55% ; 24h ¥

68.24% ~86.35% ;30h 2N 74.89% ~96.32% . 4

FEATL S ZE 1h,3h,9h, 12h,24h 1 30h By B

RE 4B AR B A A R &1 8% ~25% ,15% ~ 35% ,

30% ~55% ,35% ~65% ,60% ~90% #175% L) F .

[ 5% 30k

(L)l B 4 7 2 VT s i (). B & S R,
1986,5(2) 120,

RIEFRGREZERS. FHEARILMELGH, Vol 1( =)
[M]. dt5= 4k Tolk tH K1, 2005 .74 -75.

[3 TXUBEE. /PR ok L 78 ) W B B —— S (0 e 20
TR BN BB T L RO T [T ). ZFaE R, 2002, 26
(5):310 -311.

(3. )
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EBRR e [T]. Ak, 1988, 7. 518 -522. New Perylencquinones from Shiraia bambusicola [ J].
[14] XNE, WEE, 287, F —k=/LIEEEL Planta Med. 1991, 57 376 —379.

CYEAENLFENSHE (L) [J]. PEZ, 2003, (18] WHEH, KINZ, Mk R TERKENLF

34 (2). 111 -113. WABFEE [J1. 'hEEgy, 2009, 40 (6): 850 —852.
[15] BT, M, & 40, & mEREE ANEDS [19] Chen Wei —shin, Chen Yuan - teng, Wan Xiang —yi, ct

WAL FRMATIT [J]. iEsmZdezk, 2003, 20 al. Die Struktur des TTypocrellins und seines Photooxida-

(2). 167 -172. tionsproduktes Peroxyhypocrellin [ J]. Liebigs Ann
[16] =, REM, RFEE THEOKERTHRE Chem. 1981 1880 - 1885.

[J]. =EFHZEE, 2002, 27 (9): 674 -676. (%h#%: E4#E)
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Studies on Chemical Constitutens of Hypocrella bambusae, an Ethno - remedy in Yunnan
ZHENG Li — xiong'* >, ZHANG Hui - ying”**, LI Jun’, RAO Gao —xiong'"’
(1. Yunnan University of TCM, Kunming Yunnan 650500; 2. Kunming Zhenhua Pharmaceutical
Co. LTD, Kunming Yunnan 650034; 3. Qujing Medical College, Qujing Yunnan 655000)

[ABSTRACT] Twelve compounds were isolaled from the Hypocrella bambusac, an cthno — remedy in Yun-
nan, and their structures were determined by spectroscopic analysis as Elsinochrome A (1), Hypocrellin A (2),
Hypocrellin B (3), Hypoerellin C (4), 1, 8 — Dihydroxy anthraquinone (5), d — Mannitol (6), Allantoin
(7), Stearic acid (8), Ergosterol (9), Ergosterol peroxide (10), o — Monopalmitin (11), Palmatic acid
(12), respectively, Among them, compounds 1, 3, 5, 10 =11 were isolaled from the ethno — remedy Hypoerel-
la bambusae for the first time.

[ KEY WORDS] hypocrella bambusa; ethno —remedy; yunnan; chemical constituents

(E#EF24 W)

HPLC Determination of Release of Bulleyaconitine A Controlled Release Patches
ZHANG Wei', ZHANG ling’, YANG Zhao —xiang'
(1. Institute for Drug Research and Development of Kunming Pharmaceutical Corporation,
Kunming Yunnan 650100, China; 2. Yunnan Mecngsheng Pharmaceultical Tiil.
Kunming Yunnan 650217, China)

[ ABSTRACT] Objective: To establish an HPLC method for the release of bullyaconitine A controlled re-
lease patches , and provide method for the evaluation and controlling of medicine quality. Method: 6 patches were
placed scparalely into small solution vessels (illed with relcase medium of pure waler, the lemperalure was main-
tained at 32°C +0. 5°C, paddles method was used at rotary speed of 50 r - min '. The separation on the chroma-
tography column of lunaC; (250mm x4. 6mm, 5pum) with acetonitrile —0. 2% triethylamine (adjusted to pH =
3.1 +0. 1 with phosphoric aicd ) (40:60) as mobile phase at the flow — rate of 1. OmL + min~'. The detective
wave — length was 260 nm. The column lemperalure was 25°C. Resull: The calibration curve was lincar in the
range of 0. 099pg ~ 1. 188 pg, r=1.0000. The release of patches produced in different batches had no significa-
tintly difference after detection. Conclusion: The method is sensitive, accurately and quickly for the quality control
of bullyaconitine A controlled release patches .

[KEY WORDS] bullyaconiline A controlled relcasc palches; release; HPLC

29




	021
	022
	023
	024
	029

