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(57) Abstract: Provided are four crystal forms, A, B, C and D, of demethylene berberine hydrochloride, and a preparation method
therefor, and further provided are X-ray powder diffraction characteristic absorption peaks, infrared absorption peaks and DSC spectra
of the four crystal forms. The X-ray powder diffraction characteristic diffraction peaks of the crystal forms are at about 8.205°, 8.805
° 10.817°, 14.835°, 15.479°, 16.668°, 17.492°, 18.529°, 20.656°, 21.536°, 23.538°, 25.657°, 26.192°, and 28.808°. A preparation
method for the four crystal forms of the demethylene berberine hydrochloride is also involved. The preparation method has a simple
process, a high yield and a low cost; and has a high product purity and a stable quality.
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(84) IBEE (RN FIEY, ZRkEG—Fr {4t HhXx
f£3) : ARIPO (BW, GH, GM, KE, LR, LS, MW, MZ,
NA, RW, SD, SL, ST, SZ, TZ, UG, ZM, ZW), EXIF (AM,
AZ, BY, KG, KZ, RU, TJ, TM), Ek¥ll (AL, AT, BE, BG,
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KERR
—  BIEE R R (FAF21506)) .

GHWHE: WP T —MERZTEFENEBRMW A S TA, B, C. DREHBI & HE, @ — D3R
ft 7 DU B A (9 X - ray B 2k Ry R AT B R AE WL M, 4 Ah R IR UE DL K DSC B 1. Y X - ray B
2% By K AT 9T 1E BT S 0% 40 4 8.205. 8.805. 10.817. 14.835. 15.479. 16.668. 17.492. 18.529. 20.656.
21.536. 23.538. 25.657. 26.192. 28.808° . &5 K VU Fp £k B K0 B I N BE I A & T vk, 1%
W& FELER R WRS . WK RS, RERE,
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EHERE TV BB/ BEA T B R b & O v

AT

KR & T A A BRI, AR S =R R0 2 S0 PR /N BT A % L
il & i
BRERHA

RER 1 R AL /NBER,  9E 34 Demethyleneberberine Hydrochloride Y
Demethyleneberberine Chloride, 73f3\: ok aNO,Cl. HAA WG 2 LT H
BNEER AT 44N 9,10- A SE-5,6- A R IEIR[2,1-b] S EEMR-7-845-2,3- RSk

SRR R RN A A Al (T ).

X DO

T A 0 R 25 7. FFY e /N BE LA A &1 o) 25 Tl 2 == 80 P A 9 A T 35 LA 4
YERT. I HIBRAN IO 700 B Eh MR 25 S AR B /N B AE I AP AL . 208 PRIRS PR
W PR W 2% Yo B VRS O A AR 1 A 17 s < s IR TP AR 7 R AT —
SE MR Sy AT MIRIE 25 0 FF R/ NEEICEL A R0 ) B AR S Al PR
TORE PRI ARSI 2 1 o) — AN ml L2

TR 25 W FP /N BERRATAE T30 AR B R Sy AN R S R AR A
[t ER R /N BERRAEAR Y IR T 02— o BT R0 25 0 FR B /N BREAE R AR
S ERAR, RPULAE R, % &5, ARBE T LRI /NEERUN JORE, R
WeEa G AT 2 AT B EE IR 25 0 A /NEER AL ftr, A3 R AR o BeAR

AU FA A IR B RIEAR R E . R R ER IR 25 NG, T
I BRI A 17 1) 258 oo I B 2% 1) Ji R Al T 25, AROR g i 17 R R 26 30 F /) B ™
LA FRAFRGE B FR IR 25 0 /N B R o [ I 18 R AT 0 2 Fh R 25 I R 2 /N B
T FFY o 75 A1) 2 A 50 B SCRRRT 2 R TE , (25 W0 L S5 AR 29 ROAR S Tk L VA
FERAEVIA AR L B2, BiENAYGR 2rit A R R E, WIAT EoR
F AR AL R ER IR 25 U F /N BREAT AL S IR L, P DA 285 Tk A A
PRI R, AR E R 2R R R R 25 Y R /N TR -

EUAE
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AR BB HR A Y v b 1 2 TV PR /N BRE B ) i 8 % LA 4% U v

— R ER R L R NEER R A, A AUE S Y AT, HUSEAE T AERL
Cu-Ka 385f« 2640 2075 R K X-3 Eobn RATHDOEIE HRAAETAT I8y 6,838,
8.300. 12.477. 13.667. 16.269. 16.642, 17.761. 18.247. 18.749. 20.389. 20.739.
21.926, 22.530. 23.983. 24.819, 25.774,26.413 26.592 28.552 30.333, 38.312°;
DSC BB & A 1 AN IUSIEAE 24043°C s LLAMRICERMEIGE . 422.8cm-1.
454.3cm-1.466.6cm-1.505.6cm-1.581.8cm-1.617.7cm-1. 658.5cm-1 739.3cm-1.
774.6cm-1. 820.3cm-1.871.8cm-1. 892.6cm-1.917.5cm-1. 962.6cm-1- 983.2cm-1.
999.7cm-1. 1050.0cm-1. 1067.8cm-1. 1110.5cm-1. 1140.5cm-1. 1203.4cm-1.
1244.5cm-1. 1268.1cm-1. 1293.8cm-1. 1337.1cm-1. 1363.8cm-1. 1390.5cm-1.
1455.5cm-1. 1493.9cm-1. 1515.6cm-1. 1530.5cm-1. 1567.1cm-1. 1605.6cm-1.
1638.0cm-1. 1769.6cm-1. 2726.3cm-1. 2847.6cm-1. 2945.2cm-1. 3024.2cm-1.
3065.1cm-1. 3086.0cm-1. 3150.6cm-1.

— R ER IR L R NEERR A A, iz E ALy B A, HAREAE T 7ERL
Cu-Ko 4T 200 2075 RN K X5 2 AR RTHHGIE thRFIEATATI6 0y - 6,838,
8.300. 12.477. 13.667. 16.269. 16.642, 17.761. 18.247. 18.749. 20.389. 20.739.
21.926, 22.530. 23.983. 24.819, 25.774.,26.413 26.592 . 28.552 30.333, 38.312°;
DSC B3 i A7 2 DR, Wefr B e 14743°C . 22043°C;  ZLAMRFIET IR
W§4: 421.5cm-1. 448.0cm-1. 464.4cm-1. 506.1cm-1. 523.9cm-1. 543.5cm-1.
568.8cm-1.583.9cm-1,618.9cm-1.649.1cm-1.676.8cm-1.718.3cm-1. 742.1cm-1.
777.5cm-1+ 833.0cm-1.859.8cm-1. 878.7cm-1.924.5cm-1. 960.4cm-1. 977.7cm-1.
1018.9cm-1. 1060.0cm-1. 1107.7cm-1. 1138.4cm-1. 1170.1cm-1. 1207.4cm-1.
1243.9cm-1. 1268.6cm-1. 1366.8cm-1. 1388.7cm-1. 1422.7cm-1. 1445.5cm-1.
1457.3cm-1. 1492.8cm-1. 1517.8cm-1. 1533.9cm-1. 1568.8cm-1. 1610.9cm-1.
1636.9cm-1. 1735.5cm-1. 2646.6cm-1. 2849.8cm-1. 2952.5cm-1. 2993.5cm-1.
3089.6cm-1. 3364.3cm-1 &7 MU o

— R ER IR L R NEER R A, R ALE A Y C B, HUSEAE T AERL
Cu-Ko T 200 2075 RN K X5 2 AR RTHHGIE thRFIEATATI8 0y« 3.260,
8.515, 9.715, 12.147, 13.219, 14.789, 17.607, 18.306, 20.728, 21.261, 24.633,
25.430, 25.837, 26.416, 27.606, 28.147, 37.695°:; DSC EIREH 44 1 MR
e, Waehr B AE 253+3°C 5 ZLAMFAEMR IRy : 422.8em-1. 441.6cm-1. 452.2cm-1.
505.0cm-1.526.2cm-1. 584.6cm-1. 637.3cm-1. 652.0cm-1. 665.7cm-1. 699.9cm-1.

723.4cm-1-742.0cm-1-774.1cm-1+ 814.2cm-1+ 828.2cm-1+ 869.6cm-1- 891.7cm-1.
2
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915.6cm-1.964.5cm-1.980.6cm-1.998.8cm-1.1065.8cm-1.1108.5cm-1.1139.7cm-1.
1192.2cm-1. 1216.5cm-1. 1241.0cm-1. 1273.9cm-1. 1287.4cm-1. 1308.2cm-1.
1343.5cm-1. 1356.5cm-1. 1389.3cm-1. 1420.2cm-1. 1437.9cm-1. 1456.1cm-1.
1510.2cm-1. 1565.5cm-1. 1580.9cm-1. 1604.3cm-1. 1618.6cm-1. 1633.2cm-1.
2697.9cm-1. 2842.7cm-1. 2946.1cm-1. 3005.3cm-1. 3066.4cm-1 AL Wil

— PR R IR 2 AN Y, i AE SN D, HAREAE T AR
Cu-Ko 585+ 20 M ERRM X-S 8 RATHEDGIE T, Bk $hIR 2 7 1 /N B
T XS E R ATET AR AT ST 2N 6,034, 8.699, 12.589, 18.108, 21.854,
24.224, 25.146, 26.172°; DSC Bk & 2 DMRIE, W47 B 73 HI7E 13143°C.
190+3°C; AN AETR A Fy: 422.8cm™ . 454.3cm™ . 466.6cm™ . 505.6cm™
581.8cm™. 617.7cm™. 658.5cm™. 739.3cm™. 774.6cm™. 820.3cm™. 871.8cm™.
892.6cm™ . 917.5cm™ . 962.6cm™ . 983.2cm™ . 999.7cm™ . 1050.0cm™. 1067.8cm™ .
1110.5cm™ . 1140.5cm™ . 1203.4cm™ . 1244.5cm™ . 1268.1cm™ . 1293.8cm™ . 1337.1cm ™
1363.8cm™. 1390.5cm™. 1455.5cm™. 1493.9cm™. 1515.6cm™. 1530.5cm™.
1567.1cm™. 1605.6cm™. 1638.0cm™. 1769.6cm™. 2726.3cm™. 2847.6cm™ .
2945.2cm™. 3024.2cm™. 3065.1cm™. 3086.0cm™. 3150.6cm™ A MR LU o

— P & TR () BRI 2 W P /N EE R T I v, HARIEAE T R R PR
SE:

(1) # 4g BZE=E NN 100ml 40%-60% BB T, HtdEE HE

(2) 1% 5g EhER/NEERIIN (1) B8+, 80°C-100°CHiH: 2h;

(3) # (2) Fr8BImA 100ml @A K, Hidk 2h;

(4D (3D FrfHRAEWADE, FIEDFH 100ml FEE, 70°C/KMERM, =

ey
it
m

(3% (4) FriRaEmahiE, BIedFH 100ml BEE, 70°CRKISTEM, BEL55,
HhE
(6) 5 (5) FriSas oA /r = ™ B2 T8 24h, 15 EhER 22 0 2 /N BE TR,

(7% (4) iR aEmahie, BIedFH 100ml 2.8, 80 CKIBTAM, E455,
HhE
(8) ¥ (7) PSR LE =0 N H S T5 24h, 1538 L H 3E /N EEm)

(O (4) FriiEmng, KB 1g 30 12ml 21, SOCKIHiHE, il
I8, WHEIEE
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(100 ¥ (9) Pridss tali i fE 00 N H AT 24h, 433008 25 0 L /N BE
Bl A G2,

(11> ¥ (4D Fr3mhae, 15 1g 9EDFH 30ml 2238 F7K, 74 CHRIBHHE,
HL . AU,

(12) % (1) FriFs CumIR B SV R T 48h, 19EIR2%E W AL/ NEER D
i,

i

FITIA ¥ s 1R 25 O FP A /N B e T (1 1l 46 U v, HOB IR (5) i BRI &
g, N 10-20%48 1) B, A 10-20% 48 2%, A 10-20% 446
DRSS

FITIA ¥ s 1R 25 O FP A /N R e T (1 1l 46 T i, HOBER () b BRI &
g, N 10-20%48 1) B, A 10-20% 48 2%, A 10-20% 446
DRSS

BT () $h B 25 0 S/ NBEB R 2 AL By C. D, HURHIETE T ik it 618 25 0
L NBERRSE LA, TR AL Sl DU ARl BB AL RS
BRI S A I ORE 45 25 R Gt o AR I BRI 1) DU R i 19 25 I P /N B il A A1 0 =2
B A

AR BB B 25 TV R B /N R A Ui, PR B D RHAT
H R R IR =By IR R AR AR, PR HVA A, R SR R/ N BN 2 ik i vh
PP o SN BN B A A S RO S A R SR S, PR, g R RIE Dt A5
R EIE D, S, R A VAR NE AT B ER IR 25 I AP AL/ N BERRCRL I . A
R, REFE IS ERPET IR, 2B IR PR BBV, 4
i, FIPETEE, 13RI N B . SZEEVAE BN, A e
nAEGEMECRZR, LB, IR PR AR, Ah, TR, St
MLV R A/ INEET, C . DR BN LA, L URUERBEDE, 158
B LV R/ NEET A . G EE R TR LR, A0, g TR, 15
IR 25 P/ NBER D T DY sk MR 25 N R 2 HPLC i 402
LE99% LA E, NMR, MS Rrill, 2552 4540 106 . DU ERIR 25 1 ARk /) B i Y
IR AT E, C B RE I B, D @M TR L i o

AR B I (1) ek R 25 0 e /NI B A 98 YR T 7 BT R AL L S PRI RS PR
Wiy BRI 2. Sy PERT B0 A AR RS PR S U B 25 M I R A

AR Y P B DY o 10 2 IV PR /N B L 25 W RO AL 0] DAt ) G

4
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IR FEETRL SRR B PRI E R G

KRRHA 2 AR R

PE BT S AR 5 v B 45 b 0 5 R, PSS ) 2 (7= 4 o
b 2 () & RO PR AT 5, FEA A AR, BRI U A E AL A
A e M 2 AR M BRI AIE N 2B 1S B B AR, it el R
I R 0T T8 BRI AL . DA KR AR B ) B R AR AL, 7
pa i IEEEICE VS AP S SR K5 NYNUAD S A SO

AR PR BRI ER R 7 FR /N BB [ i 28 ) ol 4 VTR A IR TR
SUFAUSAAS, (APPSR AAEZG 2 PR BT T AR AE B E 22 e £E L R AT
JHERRE IO, ShIR LW/ NEER AL AL B. C R, MaRAL D
FE R ARG R SR 46 RS IR T8 o A, AR B LEER T R 25 1 FP 2
ANEER VU Bh R 2R AEAK . B B A B P VAR, B 4 R R R 2 R
/NEERR C S BUVE MR > SRR W R/ NEET B S BV R > SRR 2 W AR /N BE
WA G TVA AR S > $h IR 25 0 AR B/ NBERR, D S VAR ST . AR N 25 1 A
WA TR SRV AR /NEER A ! Cra=0.292pgwml™, tya=2h; #h% 25 7 AL
INEETH B i Croan=0.642pgeml™, to=1hs £ 220 B L/ NEERR, C Al
Cinax=1.262pg*ml™, t=0.5h; $H1E W FHNEER D G Cax=1.234pgxml
tmax=2ho FRIESLIGLE BiFES D % AUC=3.675ugml <h> A &7 1)
AUC=1.247pganl ' xh>B &% AUC=1.150pgxmI«h>C &R AUC=1.077pgxml 'xh.
ERA R B A B LA [F] SR A R 25 20 208, PRI 7 AN [F) R B i 2548 1 2 5
B, W Cmax. tip Ml AUC B8, XLSHERIRITH R IR ZGMTEAR N R IEZ AL
AR L EATRE . Ve RIS . AR AR I SRR 25 P R L /N BERR DU AR
[ i 28 (1) IR L 25 AR BN F1 2 S HOIATAE W 2 5, R R SR AL R 18 22 W FF S/
BEBL 2 EAE WA E ARG T R

PR Pl e B

B 1 AR B R 25 0 PR R /INBETR A R R X S R
K2 A 1 AL SR R I

K3 B 1AL SN E

K 4 AR R 25 Y R AL/ B T XS 2R R AT I
K5 A 4 eGP 2 E .

K 6 B 4 (b SIS

B 7 AR B R 25 W R /N C i 7R XS 2o R AT IA
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Kl 8 M 7t EI ZE R H R E R E .

K9 AE 7 WAL EREEL

B 10 AR R B SRR 25 3/ NBE D il X S RATHT A
Bl 11 B 10tk AR 2 R R E R E .

B 12 A 10 AL A E

K13 A 1. 4. 7. 10 LAWKk RV il 28

B 14 A 1. 4. 7. 10 LAY R EE AR ZR VA A h 2%

B 15 AE 1 4. 7. 10 4B S B AR R A g th £

B 16 AE 1. 4y 7. 10 4B 2 B IR iih 2%

BAk S5 =%

I T RS it 451 T AR B AR S AR N R S A T PR AR AR B, AR DU
A 75 2R A A B

AR B SRR 2 /N BRI M S IR AEAT ] T X BT ERB RTS8
HREERIE, L6,
SCHEB 1. EERR W /N EERE A BB R

¥ Sg IAIZE =N 90°C 100ml 60%H,SO, B FR 1, FEHE(f I 58 a7, n
N 6g EhIR/INEER, AEMRZR=MM AT, ORI TA] 2h, i 250 49 21 £6 1R &
R B /NBE . £ NSRS, K BRI 100ml MR Eh7K b, 454 2h.
i, EEWE, NN 100ml FEE, 70°CKIBEM S, BT REM P ELS S, 30N
B T RRBFORBLORE, FANRAEAEL . 5 b D8 RIE g, Bk
PF, FRE. B 1g BEUE, TN 12ml 4FF, 80°C/KM i+ 20min, fhJE, WHEIETt,
T, AAERIRE W E/NEE A ik, FRE, Rl PTIRREMER X B8 K AT
SEmE 1, DSC B 2, aiMeitaniE 3.
SEHER 2. 5B W R B/ DB, B BAN SRR

¥ Sg IAIZE =N 90°C 100ml 60%H,SO, B FR 1, FEHE(f I 58 a7, n
N 6g EhIR/INEER, AEMRZR=MM AT, ORI TA] 2h, i 250 49 21 £6 1R &
TR B /NBE . R OBLEE S R SOREVE MBI N 100ml WA Rk, FHE S
2h. ffBE, EUBEGE, NN 100ml FFEE, 70°C/KIBIEMT4A, BT R b HEE MR,
BN E ORI ORE AT, PR AVERIELS . B b — D8 RiE e,
HUJEYE, ®rE. MO 70ml FEE, 70°CKBEM T, BTRMAD, ZHT, F
FH 5 41 035 77 T 25 SR BB/ D & R ORBL O, FI R GVA R4S d, 19
ShER 2 AL NBEDY B . HhUE, TR, MRE, . P RREMRR XSSk

6
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KATHHEWIE 4, DSC EwiE 5, 2o4haiganE 6.
SEHEf 3.5 MR 2 W B/ EET C BB Rk

¥ Sg IFIZE =N 90°C 100ml 60%HSO4 B R Y, FEHE(F I 58 A, n
N 6g EhIR/INEER, AEMRZR=MM AT, ORI TA] 2h, i 250 49 21 £6 1R &
R B /NBE . £ NSRS, K BRI 100ml MR Eh7K b, 454 2h.
i, EEWE, N 100ml FEE, 70°CKIBEM S, BTRMELS R, Sund
B FRORBCR R OB, MR ATENE L &% b — D8 R, R,
FR&E. A 120ml B, 80°C/AKIREM A, ETHMY, 4CHIRELR,
W, TR, FERR R E/NEE, C Ak, BRE, K. BTIRREAT X S
KATHHEWIE 7, DSC EwiKE 8, £4h ik 9.
SCHE 4. 50882 W H B/ EER D SR A R

¥ Sg IFIZE =N 90°C 100ml 60%HSO4 B R Y, FEHE(F I 58 A, n
N 6g EhIR/INEER, AEMRZR=MM AT, ORI TA] 2h, i 250 49 21 £6 1R &
R B /NBE . £ NSRS, K BRI 100ml MR Eh7K b, 454 2h.
Mg, EGEWE, N 100ml FEE, 70CKBEM S, BT RMELSS. B L
A EE R IRIDE, BOEYE, FREA R W N BT . R 1g BORK
N 30ml 2E K, 74CRIEM TS, BTHEAY, SRELSE, Mg =
ST, 3SR A IR D ik, Fr=, K. FrRREARR X TR
W ARATH K 10, DSC B 11, £esbtiganiE 12,

KRR 5.3 MR 2k T PR /) R A 1 ) R IR S TR S S MBI ST

A3 T B B Eh R 25 W PR/ NBERR AL B C. D A & —1, MUE T4 5 Al.
Bl. Cl. D1 [P, AA8CE T 60+2°C Rl A h AT R e P s i . SEI0 45
RUTHR. BRREWRE/NEE A, B, C mATE SR TiEfE, Sk
PR D A R AR N AR, LRI

Feds | INARTTE (R | BE B G E X ¥ KAT S
(%) (%)
0 99.62 0.38 KR AW
Al 5 99.63 0.37 RRAE A
10 99.61 0.39 KA AT
0 99.82 0.18 KR AW
Bl 5 99.62 0.38 R AN
10 99.67 0.33 KA AT
0 99.18 0.82 KR AW
Cl 5 99.21 0.79 RRAENA
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10 99.19 0.81 KR AW

0 99.78 0.22 KR AW
D1 5 99.83 0.17 R AN

10 99.71 0.29 KA

SERER 6.4k 25 T FF /N BETR A ) IR SE IS S MR

43 VS B R 1R 2 T RS/ NBET AL B. C. D @A &0, U T9'S A2,
B2. C2. D2 {°Fm, 4 505CE T RHO0+5% = iE 345 vh B AT Fa e Ph sk g6 . 52
e RN RN, $hIRF W R/ NEERL AL B. C. D AAE =BG TR

=

JE o

s AR CRD) | &' | BRYURSE X ¥ KAT S
(%)

0 99.62 0.38 KR AW

A2 5 99.58 0.42 KR AW
10 99.60 0.40 KR AW

0 99.58 0.42 KR AW

B2 5 99.60 0.40 RRAE A
10 99.56 0.44 KA AT

0 99.77 0.23 KA AT

2 5 99.72 0.28 R AW
10 99.57 0.43 KA AT

0 99.48 0.52 KR AW

D2 5 99.41 0.59 R AN
10 99.32 0.68 KA AT

SEHE 7. £k 25 W FF B/ SRR R ) SO R B SR I A e R R

43 VS B R 1R 25 T B RS/ NBET AL B. C. D @A &0, U T49'5 A3,
B3. C3. D3 [P, 43 HECE T 45001x+£5001x 55 HE PR E b HEAT F 5 PE sk
Ko SRR T RN, $hIR LW/ NERL A By C AL SE U PR3
TERFRE, $hERE W R/ NEER D ARTE KOG AR E, A L
UGS IS

s AR CRD) | &' | BRYURSE X ¥ KAT S
(%)

0 99.62 0.38 KR AW

A3 5 99.61 0.39 R AN

10 99.60 0.40 KA AT

0 99.58 0.42 KA AT

B3 5 99.77 0.23 R A A
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10 99.67 0.33 KA AT
0 99.57 0.43 KR AW
C3 5 99.49 0.51 R AN
10 99.55 0.45 KA AT
0 99.78 0.22 KR AW
D3 5 99.58 0.42 R AN
10 99.64 0.36 KA

e 8.5 MRE W E/NEER A B. C. D BETEKARFHRBRHETR

AP BUE R W R/ NEET AL B, C. D @ik, 7EKIER NHFR MR
W RN, A By C. D @AE7EAFILEE T RIEMEE . RN 5
20ul #£, FIH HPLC #&ill, sS2itss Sianie] 13, #hig 2 0 F R /NEER C i B4 i
>R L S NEET B SR VA A > S L RN BT A R T VA AR R >
ERIR W SE/NBET D S VAR

e 9. E W E/MER A. B. C. D BATEFEERPHIEEHETTR

AP EBUE B R W PR/ NEETR AL By C. D dufk, 7FPEEE R TP £
PR RS/ NEERR ALB, C enRAEASFIE S R VAR SE o 7R NIRE Y 5 B 20ul
K&, FIFH HPLC #), s2ibss RanE 14, $hEsJ: W R L/ NEETS C G B VA AR ) >
ERIR W R SE/NBET B VA AR SE > ShIR 2 R N B A T VA AR T > Eh R
Fo Y L/ NEER, D STV AR S

SEHE] 10. 25 E W R /MR A. B. C. D SAEZBAR T RBFLETR

S BUE B IhIR T LN AL By C. D fiik, EZEBER FIFARER
G 227 A /NBET ALB, C SR ABAEA R T BVE MRS o BRI RS Y SUEL 20ul
FE, B HPLC #&3, SEIGZE Rk 15, R 2 0 F3E/NBERR C 70 v figd )i >
R 2 RS NBERY B R VAR S > Eh I 20 R R NEETR A R ALV MRS > SRR
2R E/NEERR D R AUARE . SEHER] 1L EERE T RE/NER A, B, CAID
oie 1 L 2 R R

KEME SD K BE MMEmISR 3 K, wHUAHE & (2204200 g KRR N 5 4,
AN A SRR 2 RN A SR Bh IR 2 R BN EER B R A
EhR 2o B/ NBER C i 2 ZE RN Eh R 25 0 R B /NBE R, D 24 SR T2 B 12h
BHESS, SEIRA KR ig SR E N 200mg/kg. 73T K ig 45245 5min. 15min.
30min. lh. 2h. 6h. 12h HRAEHUIL 0.2ml, KF4sMECr, EULE 100ul T-20°C
A UR A4 FH B 100ul IR AEE S, 0 200ul FREE, SR HE Smin, B 20 ALH LA 10000r/min
B0 15min, #EJE, FA HPLC o), IS5 RE 16, FhER 27 H &/ hEE
B A B Che=0292uganl™ , tn=2h: #hEE W P LN EER B g A
Cinax=0.642pgxml”, ty=1h; $hIRZE T FH/NEER C @M Coa=1.262ug*ml ™,
tmax=0.5h; EREZ TV F I/ NEET, D i Craw=1.234pgaml™, tra=2ho HEIESI6 45
B Daue=3.675uganl 'xh > Asuc=1.247pgxml ' «h > B suc=1.150pgxml ™ <h >
Cauc=1.077pgxml ' xh.
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1. —FPER R 22 W7 IR/ BEGR T AR 2, i 2 e 4 o A R, SLRRAEAE +: 7ELL Cu-Ka
RESN L 200 2°717 5 A1 R ) X5 BB AR AT S OG IS HARp AR AT S04 4 6.838, 8.300,
12.477. 13.667. 16.269. 16.642, 17.761. 18.247. 18.749. 20.389. 20.739. 21.926.
22.530., 23.983. 24.819. 25.774. 26.413. 26.592. 28.552. 30.333. 38.312°;

DSC EliET & 1 DMAEIBUELE 240£3°C; LLAMRIBCRATEIE Ay . 422.8em-1

454 3cm-1. 466.6cm-1. 505.6cm-1. 581.8cm-1. 617.7cm-1. 658.5cm-1. 739.3cm-1.
774.6¢cm-1. 820.3cm-1. 871.8cm-1. 892.6cm-1. 917.5cm-1. 962.6cm-1. 983.2cm-1.
999 7cm-1. 1050.0cm-1. 1067.8cm-1. 1110.5cm-1. 1140.5cm-1. 1203.4cm-1.

1244.5cm-1. 1268.1cm-1. 1293.8cm-1. 1337.1cm-1. 1363.8cm-1. 1390.5cm-1.
1455.5cm-1. 1493.9cm-1. 1515.6cm-1. 1530.5cm-1. 1567.1cm-1. 1605.6cm-1.
1638.0cm-1. 1769.6cm-1. 2726.3cm-1. 2847.6cm-1. 2945.2cm-1. 3024.2cm-1,
3065.1cm-1. 3086.0cm-1. 3150.6cm-1.

2. — PR IR 2L A A /NEE AR 2, i Y e 44 o B I, JRRIEAE T 7E L Cu-Ka
BRI 260 20075 A 2RI X Seb R AT 61 HARFERT S U5 4 - 6.838. 8.300,
12.477. 13.667. 16.269. 16.642, 17.761. 18.247. 18.749. 20.389. 20.739. 21.926.
22.530., 23.983. 24.819. 25.774. 26.413. 26.592. 28.552. 30.333. 38.312°;

DSC Bl &1 2 Mg, WA B AR 14743°CL 220+3°C5 ZLAMFAER IR
4. 421.5cm-1. 448.0cm-1. 464.4cm-1. 506.1cm-1. 523.9cm-1. 543.5cm-1.
568.8cm-1. 583.9cm-1. 618.9cm-1. 649.1cm-1. 676.8cm-1. 718.3cm-1. 742.1cm-1.
777.5cm-1. 833.0cm-1. 859.8cm-1. 878.7cm-1. 924.5cm-1. 960.4cm-1. 977.7cm-1.
1018.9cm-1. 1060.0cm-1. 1107.7cm-1. 1138.4cm-1. 1170.1cm-1. 1207.4cm-1,

1243.9cm-1. 1268.6cm-1. 1366.8cm-1. 1388.7cm-1. 1422.7cm-1. 1445.5cm-1,
1457 3cm-1. 1492.8cm-1. 1517.8cm-1. 1533.9cm-1. 1568.8cm-1. 1610.9cm-1,
1636.9cm-1. 1735.5cm-1. 2646.6cm-1. 2849.8cm-1. 2952.5cm-1. 2993.5c¢m-1.
3089.6cm-1. 3364.3cm-1 A Wi

3. —FhER IR 2L A A /NEERR N i 2, i Y e 44 ok C B, JLRRIEAE T 7E DL Cu-Ka
BRI 2602007 5 A R IR XS5 Bk AR AT 6 rh R AT ST IR R« 3.260, 8.515,
9.715, 12.147, 13.219, 14.789, 17.607, 18.306, 20.728, 21.261, 24.633, 25.430,
25.837, 26.416, 27.606, 28.147, 37.695°; DSC [Eifirh &4 1 AN, s

10
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BAE 253+3°C; LLAMFEO U4 Ky : 422 .8cm-1 441.6cm-1. 452.2¢m-1. 505.0cm-1.
526.2cm-1. 584.6cm-1. 637.3cm-1. 652.0cm-1. 665.7cm-1. 699.9cm-1. 723.4cm-1.
742.0cm-1. 774.1cm-1. 814.2cm-1. 828.2cm-1. 869.6¢cm-1. 891.7cm-1. 915.6cm-1
964.5cm-1. 980.6cm-1. 998.8cm-1. 1065.8cm-1. 1108.5cm-1. 1139.7cm-1 .
1192.2¢m-1. 1216.5cm-1. 1241.0cm-1. 1273.9cm-1. 1287.4cm-1. 1308.2cm-1.
1343.5cm-1. 1356.5cm-1. 1389.3cm-1. 1420.2cm-1. 1437.9cm-1. 1456.1cm-1.
1510.2cm-1. 1565.5cm-1. 1580.9cm-1. 1604.3cm-1. 1618.6cm-1. 1633.2cm-1.
2697.9cm-1. 2842.7cm-1. 2946.1cm-1. 3005.3cm-1. 3066.4cm-1 Ab7 Wi

4. Pl ER IR 22 M7 L /N BERRIR) G B, 2 B € 44 A D B, HURREAE T 72 LA Cu-Ka
BEAT . 20 RN X-S e RATHDGIE T, ik #h R 25 AR /N EE R T X-
SR R AT R AE AT 20 0 6,034, 8.699, 12.589, 18.108, 21.854, 24.224,
25.146, 26.172°; DSC B3 rf 47 2 AN S, A7 B 4 BITE 13143°C L 19043 °C;
LI AMEREM S Ay . 422.8em™ . 454.3cm™ . 466.6cm™. 505.6em™. 581.8cm™ .
617.7cm™. 658.5cm™. 739.3cm™. 774.6cm™. 820.3cm™. 871.8cm™. 892.6cm™.
917.5¢cm™, 962.6cm™. 983.2ecm™. 999.7cm™. 1050.0cm™. 1067.8cm™. 1110.5cm™ .
1140.5ecm™ . 1203.4cm™ . 1244.5ecm™ . 1268.1cm™. 1293.8cm™. 1337.1cm™ .

1363.8cm™ . 1390.5cm™ . 14555cm™. 1493.9cm™ . 1515.6cm™. 1530.5cm™ .

1567.1cm™ . 1605.6cm™ . 1638.0cm™ . 1769.6cm™ . 2726.3cm™ . 2847.6¢cm™ |

2945 2cm™. 3024.2cm™. 3065.1cm™, 3086.0cm™. 3150.6cm™ b MR T I

5. — Pkl S ACRIBLR 1-4 Ik i SRR 25 0 AR /N BEAR A B 1) v, HURRIEAE T
F R DB

(1) 4 4g MZE=F N 100ml 40%-60%HREE T, it bkis L

(2) ¥ Sg Th/MEEFINA LR (1) FifEyh, 80°C-100°CHiHE 2h;

(3) K], (2) FrgwBinA 100ml HFEr Kk, HiFk 2h;

(4 KA (3) Frigmi G ahug, KiEPiH 100ml FEE, 70°CKBHME, &
G5 s
(5) B BB (4> P iismyE, FaEDfH 100ml FEE, 70°CKITHE, L,
i1k s

(6) ¥ LI, (5 PR G EALE SR N S5 24h, 13 3RhIR 25 0 A 28/ BE i

m

11
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B #:%Y;

(7) HP8R (4) Frigusihis, HIEgtH 100ml 4R, 80°C/KMEMRE, EL R,
Hhk:

(8) Btb8R (7) Frid s (AR R (e S T 3L T4 24h, #3308 2 0 128/ NEE A,
C §h2Y;

(9) # L8R (4) FiiGusicehug, W 1g vEDEH 12ml ZFF, 80°C/KMRHiH:, Hb
(100 #5588 (9) FiHERAASE FRSTH 24h, BRI/ NE
WA L

(11) H#B5R (4) FriddEssisg, ¥ 1g 0FH 30ml L8 70K, 74 CRAHH:,
L, Al

(12) #P8, Q1D IR HARAESAET S 48h, 19883 I T 3E/NEER D
i

6. FRABAURIE K 4 Frid (1 £5 80 23 T T L/ NBER S B T )46 7 v, FHEP IR (5) 1&
AFE A D E &M, A 10-20%F R L8, A 10-20% AR M Z F 2, A
10-20% AR 1) H1 2K

7. MRABAURIE K 4 Jrid (252 23 W 28/ NERR S BU I ) 26 v, OB IR (D 18
BEEMAD RS, MA 10-20%KFRH L8, A 10-20% 4R ZF2, A
10-20%ARR I F

8. MERFIE K 1-4 Frikihg 220 FE/DEERGA A, B, C. D, HAFESE
TR 2R FR 23 3N SR BU AL &, iR 9 A & mT LU 1) R
A S R RS ML 2 R G

12
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