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(57) Abstract: The present invention relates to crystalline forms of mesaconine. Specifically, the present invention relates to crystalline
form A, crystalline form B, and crystalline form C of mesaconine and a preparation method therefor. The method comprises: performing
crystallization on mesaconine in a solvent, and performing drying to obtain a target crystalline form. The crystalline forms of mesaconine
in the present invention have good solubility, good stability, low hygroscopicity, and good repeatability, and are suitable for long-term

storage and drug development.
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1

¥ & TR EFE T &

A AT,
KK D Boah B AN, BRI A+ & 7 (mesaconine)dy an A A K H1 & 7 ik,

N

P M T A BEAHM G Kk(Aconitum carmichaeli Debx.) &) T 469 e T 5,
AAEfafad, ZRERAR, BELERR(PEGHE, 2015 Fm—3F), A
FLETHTZ AT R,

10 FRAEILT BT BT 89 £ B5R0F MRS, do b AT LAk P A 48 XL
Xw-Xiu Liu, etal, Chem. Pharm. Bull, 2012, 60(1), 144-149; Xi-Xian Jian, et
al, Nat. Prod. Commun, 2012,7(6), 713-720; ¥ B &A%+ #], 2012 %, CN
102146057B; Zhong-Tang Zhang, et al, Nat. Prod. Commun, 2015, 10(12),
2075-2084. Ak, FTEHTAAFRAARSREMBRTETLECRROEH

15 A%

b8 T L AR K N-F -10,60,16B,18-79 F & 2 -4-9 #- 8 5k
30,8B,13B,140,150-2.5F, 4F XA CuH3oNOy, CasNo.: 6792-09-2, £ F 4o
T 24 KXo

20 B & 9% A CN 102146057 B # AT T & 7 841 & ik, #1436+ 5
TARLEAH K. A, ZAEABRALAH, FEH5KPHEEF.
BAT, IAXTY &7 e9diE, HibA L 255 Fa K AR R F=
EMANREF T AR EFOFETHA,

25 RAARE



10

15

20

25

WO 2019/144889 PCT/CN2019/072874

2
ARG B ETRE—FTEBEBE, TR, 5| BRI (EE, T
BEVERMET B RFG T LT HE,
BEARPGE— T, #ET P ETHE, UTHATSZTHE A,
1% Bl Cu-Ka 52 4F, ARG 57 ahA A 69 X-4 &b K474 B % /£ 2theta 18
% 8.3°40.2°, 10.6°+0.2°, 13.3°£0.2°, 13.7°+0.2°, 19.0°+0.2°4t £ 74 4Fjxsk
#t— ey, & A Cu-Ka 224, KAW P ETHA A 69 XA & K474
B %30 4 Qtheta {4 11.6°£02°, 19.8°+0.2°, 24.2°40.2°, 26.9°+0.2°4t B A 4%
P
FEMRFI MR, KA T ETHA A LGB 1 A6 X480 RAT 4
(XPRD) M,
B R, KA T BTHAE A BLF 4B 2 P76 A E 5 4(TGA)
EFRF M, KRR TETHAA LA B3 T02F7EMERAY
A (DSC) B i .
AKEPTRBET P LT AR ET X, OFEATHK:
(1) Hd G FrNEfd, 8 E50-90C (Kik, & ZE 60-80°C) %
fR, (3B P L TEIRIR
(2) Hrrdd &7 ey k%R E-10-30°C (thik, B Z 0-30°C, 4k
#, BiRZE 20-30°C) FHHEM G, LI
(3) ¥ (2) TRFHNGERLT FIE, F2PLTHE A,
WAB R K G F 5T A A G H &7k, TR ER® AR, TE. CHE,
FHREL, W, CHPH—F RS,
BEARPGE —Fad, RET —AFETHE, ATHA T LT HEB,
1% Bl Cu-Ka 524, AKX+ &7 &% B 49 X-4F &0 K474 B % /£ 2theta 18
# 6.6°£0.2°, 9.2°£0.2°, 13.4°+02°, 14.3°+0.2°, 15.5°+0.2°4k B A 45 fE )%,
#H—FH, 0 Cu-Ko 54, KAWL THA B X-5 &by KATH
B %3 48 theta {84 18.3°+0.2°, 20.2°40.2°, 23.6°+0.2°, 24.2°+0.2°4L B A 4%
P
MR H R, KAPGT ETHAEB LA wE 6 Arey XPRD B,
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— W

1

FEFRFI R, KA F 5 B BB 7 BT 6 TGA B,

JEMF M, KA TETHA B LA 4B 8 Frwe) DSC Bif.

ARATRETPETHE BOHET X, QHEATIRK:

(1) B 57 HA A A 40-60°CT AR ER P &EFHH, F2EF&;

(2) FrrA &FRERZE-10-30°C (Lik, KR ZE0-30°C, ZHik, KiE
£ 20-30°C) FHtHAray, Tk

(3) K, (2) FEMAZGEKRAT TR, F2F57HE B,

ARE R KOG BT R B &F & Tk, TR F AR A N-F Aabritr
BF o

BEARPGE=ZTaT, RET — AP ETHE, ATHRATLTHEC,
1 A Cu-Ka 534, AKX T &7 HA C 49 X-4F &0 K74 B # £ 2theta 18
# 7.90°+0.2°, 10.1°+0.2°, 13.0°+0.2°, 17.4°+0.2°, 19.4°+0.2°4t LA 4Fjxsk,

#H—FH, 0 Cu-Ko 54, KA LT RA C o X5 &b KATH
B £ 4 2theta (A4 19.9°+0.2°, 21.0°40.2°, 23.8°+0.2°, 26.6°+0.2°4L B A 4¥
P

FEFRA M, RAAFTETHAE CEAF4E 10 Ar69 XPRD A #,

AEMRA R, KAFGT STHE CEA A 11 AT76 TGA EiE,

EFRF M, KR eGF 5T C AA 4K 12 pre9 DSC B,

AEPERBET P ETHA CHH LT X, OLIEATIE%:

Frd o 7ahA B AT k#E, FERPETHAE C

WAEREAGP LT A CoB & Tk, L PAETm#EGRELRN 140C
230°C, 4% 170°C-200C,

EARAGFETEY, RET —HHEhadd, LSRRG T LT
mA A, PETHAEB AT ETHAE C, AHFLETHEWBITA.

EARARPGE BT @Y, BETALAGTETHEA, FE5THEB
KA G T A C R BB SW AR & 5RO T Fo 8 X F) P8R &

AAXRAFREOFT LT RHALEZEE, /B8, mITEgHET@HET T L

TREE.

mm
!

H

I

'-j‘?
T A

Ij
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M 5L B
BA1A2PETHAE A XPRD Bif,
B2AFELTHE A TCGA Bif,
B3A2FLTHE A6 DSC Bif,
B 4RP LT EA AFBAETEFERY XRPD & LB,
BSRPLTHA AKZE 180°CHI B 89 XRPD &t b B i,
K6 &+ ETaAE B4 XPRD Bif,

B7AF5THE B TGA B,

K82 ¥ 5T A B DSC Bif,

B oRP a7 A Bk E 115°CHT B 49 XRPD 3tk B i,

K10 2+ 57 4% C 4 XPRD B,

11 A+ 57H%E C 4 TGA B,

12 A+ 57 H%E C 4 DSC Bif,

EARE T E

T 35k st ik — 4 R A R, 128, CATH A AT A A B S Y
FR 1) PR

VATF SR 5649) d 4% 69 P B TARIE AT 7 k] &4 2]

Bk B AR BB R B Sk B A A 3R B

(1) 10kg &k B AR M A 78 /R Bk TIRAR, WA, i 20 B §F;

(2) B 3k BAi 4 £ 78 R & by KARK A 2 80L. 36L A= 24L 4% & 49 5%oHLER
85% LEF R IB IR BIAIRI 3k, BRI 2 IoF, ik, AR E;

Q)RR BE R, EILCEE 2R FAE A 1.05~1.10, KRRz F
0.46kg;

(4)ifiZF e 1AL KB, B AKRBENL, HEpH 10, ANFREF AT
PR OBE HB(2L X3 :KR), HRBLH 5~10 5-4F, KEFRR,

(B)BJERGER TR LB, 55 £ 129g, BAF HPLC &M 2 & £ 4
AP GRS g, MASERFEE T EEEADAT LR (D HEEY
A 42.5g M E 2 0.42%.
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5
=, P ETeHE
(1) B sk 7 A1) 4 %] &
(II)
5 B 100g & A a0 & Sk 33g) A 500ml 95% LER s iR )G, e N

7.2g(78mmol) £, A AL, TR THARL 2 DI, BEEILEFAF 120g Bl4K
Yo BARH T Ao N 1000m] KABE, A =& F b FEB(500ml X2 k). KEH
K HBRIAE pH 5, F A A AN CELERAZE pHI1-12, BEKREEF, 13
Bl k4 90g, A N F T k- K CEE(9:1,V/V)900ml, Ao # s 7 3L % I8 i R R
10 KA Bk A, o 09 F A BE- (1002 5)% 8, FFFTE A4 22.5¢.
AE:86%, B & LMK, CisHyNOy,
(2) 3,14,15-Z T BE & Sk 7 a3 (111) 49 4] %
OH

OMe

(111

15 B2 10.0g(20mmol) % 3k 7 #%(11) 5 7.1g(70mmol) & R B4 & 4= 100ml =% 4,
BCLAZMH TR 2S5 B, BIERGBARGH, A 170ml KEBEXREGH, &
Ko E pHI~10, = £ F 12 B (80ml X 3), &3 Bk, KRR T,
BRI GEAT B, BAALEAT, TR T R-EKTE(200: 1)k, BHTE R
A4 10.7g.

20 1E:85.6 %, A ELEMM K, C3HyNO .

(B)N-£ T #-3,14,15-Z T8 5 3k 7 4&(V) 89 #] &
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(V)

B 10 .0g(17mmol ) 3,14,15- = T 8L & Sk 7 A1), % F 100ml KB EL P,
N 9.9g(66mmol)N-2 X T Bt Lk, ERHF RN 2 DB, BIE RS HF B K
Y, MY E R TFTREM, 2N 150ml K, KAKBAZLE pHIO, AR T
FEI(B0mMIX2). AHFFER ik, LR TIE, BIEKEF 105g Bikay, 7
BALBAT, GhBE-EA(2: 1)%EBL, FPTE LS 6.4g.

K& 67.0%, a&LTHH K, CpHiNO.

(4) 3,14,15-Z CBE P & 7 (VID) 8 %] &

OH

OMe

(VID)
B 10g(17mmol ) N-3 C #£-3,14,15- = LBt & sk 7 4%(V) A& T 25ml W £,

L OER T AN 2ml 40% F BE R sk A Iml REEBR, PRAFIZIR L BEH 30 4
J&, FmAN 7.1g(33.5mmol) NaBH(OAc);, K445+ 30 4 4F, KA KIAZE pH
9, 7w 15ml K#HF, A 20ml AP ER 2K, &HERE, REKAKE,
KGR TR, BUR RS E T, 13 5.5 Blkdn, BBRA AT, A45-TEE (9:1)
A, FFAITE S 541,

BKE:531%, G EREHH K, C3oHyisNO .

(5) B TAX)4 % &
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(IX)

F2 10g(16.3mmol) 3,14,15- = LB ¥ & T (VID), & F 75ml 95% LB ik F
AN 2.29¢g (57 2mmol) & A4, AR 30 mine RERAHNEETR, Kk
BRAE pHS, B AMHAANMTERZRAZ pHI1~12, EXREH, REK
%, [FEAD. B4R 110ml — & F -2 K CE(9:1, VIV)EMR, Mk, &
RBEREET, AP EHT 722g, HFEIL] %o
'H NMR(400MHz, CDCl3)8: 3.07(1H, dd, J = 8.4, 6.0Hz, H-1p), 3.75(1H, m,
H-3p), 4.15(d, J = 6,8Hz, H-6B), 3,93( 1H, d. J = 5.2Hz, H-14p), 4.49)(1H, t, J =
5.6Hz, H-15B), 3.19(1H, d, J = 6.0Hz, H-16), 2.91(1H,s, H-17), 3.65, 3.74(% 1H,
ABq, J=9.6Hz, H,-18),2.48,2.79(% 1H, ABq,J = 11.2Hz, H,-19), 2.34(3H, s,
NCH3),3.26(3H, s, OCH;-1), 3.34(3H, s, OCH;-6), 3.64(3H, s, OCH;-16), 3,32(3H,
s, OCH;-18).

FHB 1 P ETHRE A&

ARECP B 10g, AN 40ml FHREE, KishwREREMRE, HieXN2ml
K, BEHEATSR, ARAFp, SR, Mk, BBRVEFRERE, BT, Kk
mik, T8 CEZTTHS I, FaCEKEM. 24N, Za & EKREH
AW GTHA A, 3 XPRD Bitde B 1 AT, &% 70%, HPLC:99.7%.

FHAH 2 PG TRAE A G &

ARECE B 10g, Ao 40ml FH A, Kisheh @ ARME, BHENTR,
b RAH, R, 4k, EHAYEREELE, BT, KERK, F8C
AZFHRSDE, FFAASHTETREA, L XPRD B 5H 1 — &,
7 % 78%, HPLC:99.6%.
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KA 3 P L TR A GFH S
HEF &7 10g, Ao 30ml TEE, KishoREARME, BENH, 8
Bokdp, A, ik, EHRVBCERE, T, MERK, TESCAE
T8 B, EFARSA MY ETHA A, X XPRDB#E5H 1 —%, =%
5 58%, HPLC:99.8%.

Fl 4 b ETRE A NS
ARBOP 57 10g, AN 30ml FEE, RKismAEAEMRE, BTG, 8
RoAZn, R, ik, EBBRA Y EFE®RE, WF, KEHK, T8CLE
10 FH8 T, BRFERSHPETHRAA HXPRDAE#ELSE 1 —%, 7%
38%, HPLC:99.8%.

KPS FETHE A
ARECP B 10g, Ao\ 30ml 7R ER, Kisde k@ REME, 2N 10ml T
15 BE, BEAEATSR, ARAp, SR, ME, EBRVERRERELL, T, kE
ik, FT8SCATTHS I, FEAR ST 5 THAE A, X XPRD B
581 —%, *% 68%, HPLC:99.8%.

R 6 P HTHAE AL
20 BB | TikR &P LT R AN LT R AESL, #1
VAT MR,
1. X-4F &by KT 4%
B g b A A M, & PANalytical Empyrean F= X°Pert3 4% &b K47 4%
SATA Bk X EM R &4 A :Cu, Ka, Kal (A):1.540598;Ka2 (A):1.544426,
25 Ko2/Kal Z%Z A 050, HIEE: 3°-40°, b &7 0a A B 50 X-54
FTATEELE 1, b & TR A M % XPRD B 6 & AL LA 1
%1
5t A | Samiase | Aastig A

26,9 |, A (%)
8.29 10.66 7.39
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9

5t A | Samiase | Aastig A
(0.9 |@dA |

10.61 8.34 100.00
11.64 7.60 7.38
13.26 6.68 51.22
13.65 6.49 21.16
19.03 4.66 9.06
19.78 4.49 4.07
24.15 3.68 8.13
2691 3.31 552

AABRBEARAR BILAE, EXRATHERREP BT A A BT 747404
893 ZAF . XPRD 49 20 {8 7T VARL & 4 i% & A BAE F H) & F 89 T AL Aadtok
BT R 2TCE AT, B3] R AT A LI E . I a9 ARt 5% B 9T
A LB & AR M T, Bk K R B BT 469 XPRD 4 R P £ 76938 B A T 549,
H R T3t

2. ATk

()#Z 547

Bk &7 g A A % #, £ TA Q5000/Discovery 5500 #& 5 #r43L_L |
PRAPF AR ARA, EER~350CERA A, A 10°C/min B3R A&, N2 %54
REREZLG T, %46 TGA & (LA 2). A TCGA AT AAE, A A
Bk E 180°CH 2.1%M K F,

(2) £ T 2% A

Bk &7 g A A B &, & TA Q2000/ Discovery 2500 £ 7743 4% #4
WAL, BRyp AARH RA, £ 25~250°Ce B A, ¥4 10°C/min Bk A&, A<
P ETF A A MR DSC A (LA 3). DSC 4R £ W& 207.6°CRIERE)
WA —ANRBEAIE, AT BT HA A IR,

3. &

%2
M5 P52 (C)
FET A A MR 206.6~208.4 C
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10

ERERY, Rt EHE, BEAE 206°0C~209CEE A,

KB T PETMA ANRENE, BERRIENR
BB RAP | TEFEGTETHE AERNT ETHAE AR, #47
5 VUMK .
A FETHA ANENS
BUP & iy A A Af SR e 25°C, 60% RH 42 40°C, 75%RH &4 T4 ¥E 4
B, 48 XPRD 241, 5% 57 A A 3T HBAH & XPRD (A& 52 #4 M) 3X 7T ) 47 49
o TRA A MR XPRD) #7atk, 2R LE 4. FRP LT HA A M
10 e E 180°C, 4F XPRD 4547, 5+ &7 A A s B & XPRD (252 Pl i,
AT a5 T A A B4 XPRD) #tirstib, % LA S,
WER 4, PETHA ABSBLE 25C, 60%RH #240°C, 75% RH &4
T E 4B, XPRD B # £ £4T4H4 0z Efoaxd R E R K AR LT, A
AL, MAGEA; REES, PETHEAHEZmHE 180°C, XPRD K
15 HEBSTAENEEAENREAKEVEAT, RAELATL, MALE A,
AERXINEER E M, b BT A AR R,
Foh, BRY LT R AFS, HRBRABHEFFL TR AR TR
W( € BB ) 2015 SFRE R 9001), BH47%00 B & X%,
FiRRAK: BRI RO ARMAERY, £60CTHKE 10 RERE, #H4
20 FMWRBEEERRDHITEE, F1E X-HEHKITHI .
SRR R IR ARARERY, & 25CHMEE 90%FMHTHE
10 R BB, #AETMIXBET EFEADHTHRE, H4FE X-HEHKITHH
o
AR R E Mo mRAREMR Y, EBE 45001x F4 T4 E 10
25 REBAME, BATWREE EEER B #TEE, 1 XS 80 RATH 247,
HREEW,PETHAEAZHERAL.HERABRELBHAE 10 XE,
X-AF &ty RATH B8 £ AT 469z Efetast iR E AR A EAE
BERY LT R A M, BB EN & (PEBHREY 2015 F 4T R
BA 0612 % —k) BT & . 4 M Lk FRAD ., &R RBAE LB
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11
I 10 K& H & 68 55 A A 207.0~208.9°C.206.9~209.5°C A= 207.3~209.2°C,
55X 3 AT A e 6908 & (206.6~2084°C) B A—F., U ELRXBLEREN, P 57T
s A BAE M RAT
B P B5THA AGERENSE
5 B BT A, B (CPEARL) 2015 FraIlp) s g RKe
kR, BRLT 4.3

% 3
) s B9
K 5 % lg A A 1~10ml B R P 5 #E

RBEREP, P ETHBALKRY HE, AT LT AR AKENERST
CrLeTHA A3 RH

10 R (PEZHE) (2015 Frr W3 @8N 9103) “#H4p 3] BN F R
W7 X, BRAANAIKE P LT ah A LRITAEN, £F L 4:

% 4
95 WEASE % FHTELFE
1 0.85
M2 0. 84

0. 85

ARAE (P EBI) (2015 Fir w3 BN 9103) P+3]B MR T 3]
BIENT 2 WA DT 0.2 %5, AREF IR, PETHEAEXE S
15 TFAlBETH0.85%, HBAH DM, ALK HAMNE.

F 8 F BT A B & &
BHRERP 1T EREPETHAEAFRS 130mg. HiZPETHAE A
& 0.3 mL N-7 & b8 )z 87 o 2 50°C T iR &40 3 24h, 508 £ 20-30°CH 4t
20 4TS, U, FEL 8SCAE T I0h, FaaEikEda. 240, Za&
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12
Bk eE AP 5784 B, 3 XPRD B4R 6 A, DSC B # 27 (A& 8),
AEPGFETHEB AT LT EH N-FARGIRENG 5 &0

FHB 9 b ETHE B R &

HREHRP 1O T EREPETHAEAHFR400mg. HiZPETHAE A
S22 0.9 mL N-F & ateg 2 80 b 2 40°C TR & # 3 36h, i3 % 20-30°CH 4t
FATH, SV, RS 85 AR T 12h, FOEBARL R, 240, Zad
BARLSR AT LT RA B, £ XPRD BiZ 5K 6 —3,

RAP 10 ¥ HTHEBHER

BB 8 ik Kb TR A BAANP L TFAA B L, #i
VAT MR,

1. X-4t &b K47 4%

B 57 A B A%, 4 PANalytical Empyrean A= X Pert3 4+ & # K47 4%
SAT ERE X &M Z &4 :Cu, Ka, Kol (A):1.540598;Ko2 (A):1.544426,
Ko2/Kal 3&E LA 050, BH#HEE: 3°~40°% F &7 % B #&49 XPRD
B LI 6, b 5T A B A6 XPRD Bis) R AL LE 5:

%5
TH A | mEgE | AR A
20,9 [, A) (%)
6.60 13.39 89.65
9.16 9.66 74 .01
13.40 6.61 100.00
14.31 6.19 11.74
15.46 573 15.48
18.30 4 .85 9.27
20.19 4 .40 8.67
23.56 3.78 9.08
24.20 3.68 8.03

ABBHAA R RILM, ZEATHERRE T BT A B A L 6T 41%
B3 RAR 2. XPRD &Y 20 18R 5T VA& 4 ) 1% & VA AT 55 ) & b &9 T AL Ak
KRR AR E LR AT, B R ETRILA B, s bk ayAad 5% 2
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TTRMBGMLME, AR P 24 XPRD &R+ 10 5%EA TR %
89, HAR T i

2 A HT R

()R E 57

R g A B REE, £ TAQ5000/Discovery 5500 # & 547 _E,
PRAPF AR ARA, EER~350CERA A, A 10°C/min B3R A&, N2 %54
RERRENTR, L4 TGA & (LA 7). A TCGA AT LAY, @A B
HEMEBWKE 115°C, £F 3.0%, RE0HEE 185°C, X% 16.1%.

Q)£ 7R Z R 7

B &7 g A B A %%, & TAQ2000/ Discovery 2500 £ 7 12 3% # 4
AL, BRI AR A AA, £ 25~250°CRE A, ¥ 10°C/min &R, M7
P BT bR B A4 DSC & (LKA 8). DSC £ F AW £ RN 158.7 °C(%
{838 B — A0 ok 2 222.4°C (24808 Z) R A — AN K 8L R Aok,
AL BT LAl B gt sheR ok,

KA 11 F BT oA B 69482

BB FEAMN 8 7k et BT RA BN T LT RA B S, #iT
VAT K

B BT R B A SE S E 115°C, 48 XPRD 247, 5P 57 %% B
S FEAE &b XPRD (A2 52 M X AT A7 49 o & 7 b 2 B A &% 69 XPRD) #4744 1L,
HR LA 9,

HREY, PETHAEBAERHKE 115C, XPRD Bi# £ 247446942
B B AR ERNEAE, MABRKTH, MARHE B, A LXK R X W,
T 5T B e A AR R AT

FH 12 P BT A CeH &

HRBEAEB 8 T EFEFTLTHABHERS 100mg, HFiZFLTHEB
ot B ek £ 185°C, 24h, F A e EKLE R, 24AN, Za & EKES
AT A C, # XPRD Bif4e K 10 5.



10

15

20

WO 2019/144889 PCT/CN2019/072874

14

AP 13 P LT A CaH &

HRBEAEB 8 T EFEFTLTHABHERS 100mg, HFiZFLTHEB
Fondh BZ mik £ 190°C, 16h, F& EEKRE R, 24N, %4 & BKRER
HdgTHAC, £ XPRD BiZ 5K 10 —H..

Rl 14 PETRACHER

B R 11 F RGP ETFRACHAI T L TRAE CHEZ, HHiT
VAT MR,

1. X-4t &b K47 4%

B 57 A C A%, 4 PANalytical Empyrean A= X Pert3 4+ & # K47 4%
AT R, X K& K% :Cu, Ka, Kal (A):1.540598;Ko2 (A):1.544426,
Ko2/Kal 5%Z . 0.50, B#EEE: 3°~40° P L5 7aA CH&00 X544
FTATEEILE 10, b 5T HE C H &4 XPRD Bk £ A28 LA 6:

% 6 7 CH 58 XRPD #7447 £

TH A | mEgE | AR A
20,9 [, A) (%)
7.90 11.20 97.03
10.12 8.74 16.58
13.03 6.80 100.00
17.35 5.11 20.15
19.44 4.57 10.39
19.86 4.47 6.69
21.03 423 8.45
23.78 3.74 17.82
26.60 3.35 7.29

AAURBEARAR BIZME, ZRLTHHERREF L7 A C BT T AT 4%
893 R B, XPRD 89 20 {82 7T VARE & 48 )X & VA B AF & 4] & P 69 T AL e it
KB EA T ik £ TR AT, B3] R ETRALA BT E, s &g 4n 3t 3% &
TR B A A T, YAk A R BT 469 XPRD %4 % b SR 0958 B & 15
89, HAR T i
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2 A HT R

()R E 57

B &7 g A C A %iE%, & TA Q5000/Discovery 5500 # & 5474 E,
PRAPF AR ARA, EER~350CERA A, A 10°C/min B3R A&, N2 %54
MERBRAEN TR, 2% TGA & (LE 11). A TGA AT UA S, A C
IE B E 185°C, £F 0.5%.

(2) £ T 2% A

B &7 g A C ik, & TA Q2000/ Discovery 2500 £ 7743 4% # 4
AL, BRI AR A AA, £ 25~250°CRE A, ¥ 10°C/min &R, M7
87 A C AR 69 DSC ¥ & (LB 12).DSC 4 % & 9 /2 2244 °C (A24518 )
WA —ANKBLAGRA MM, AT BT HE C e A,
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A E KA

R ETRA A, EREAET, 4R Cu-Ko 54, H X440 K47
4t B % £ 2theta @m 8.3°40.2°, 10.6°+0.2°, 13.3°+0.2°, 13.7°+0.2°, 19.0°+0.2°
A BA AR,

2. MABERAIZK 1 RGP B TRHA A, ARFELET, A Cu-Ka %3 4,
B XS oy KATHF B 3558 /8 2theta 154 11.6°+£0.2°, 19.8°£0.2°, 24.2°+0.2°,
26.9°+0 2°4k B A 45 114,

3. —AHIERANER I R2AEGPETRA AL, EFEET,
BTk 77 ik 836 VAT F 3%

(1) HBdEFhanEHd, FBES50-90°CHEM, F2FLTHER;
(2) Hpritd &7 e ik 48 £-10-30 Cfrwﬁfraa, W
(3) ¥k (2) FEMFINGERALTTH, FETETHAE A

4, ARBAF B R 3 PTG Tk, RAFIEAE T, PTRBER L A K, FEE,
CEE, FABL., AR, CHTH—HM RS,

5. — AP ETRAB, AT, A Cu-Kaf2dt, H X488 K47
ST % /& 2theta @m 6.6°£0.2°, 9.2°+02°, 13.4°+0.2°, 14.3°+0.2°, 15.5°+0.2°
A BA AR,

6. MBALA) B R S Tt 7 A B, ARFEET, A Cu-Ka 525,
X5 &by KATHT B 18 /& 2theta /54 18.3°+0.2°, 20.2°+0.2°, 23.6°+0.2°,
242040204 LA 45 11 %,

7. AR ERA R RS RO AT ETRHAE BT K, HaieET,
BTk 77 ik 836 VAT F 3%

(1) BAREARA ZK 1 TP &7 R A & 40-60°CTF EF BT+ &
FHH, FEEFR;

(2) Hrrk &% IER £-10-30°CH MM, Tk,

(3) ¥Fm Q) LEFINGERKRLT T, #F2F 57444 B,

8. RAEMANZ KT ke ik, EHIEAT, FIEAHEFRH N-F Lt
o& 17 B o
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9. — M LT aA C, A4iEaT, &4 Cu-Kafadt, H X8 K47
4t 3% 2 2theta 184 7.90°+0.2°, 10.1°+0.2°, 13.0°+0.2°, 17.4°+0.2°, 19.4°+0.2°
A BA AR,

10. RABEANZRKI Prafey b 5748 C, A FI AT, 4 A Cu-Ka 524,
H X5 &by KATHT B # 18 /& 2theta /54 19.9°+0.2°, 21.0°£0.2°, 23.8°+0.2°,
26.6°+0.2°4 B A 45 11k,

11. — A H & RA 2K H 10 AT ey P B F A C ok, L4 ET,
Pk 75 ik L3 AT F 3R

FARBACH) B L 5 T T ah B B A=k, FE ¢ 57TaEAE C

12, AREMAIEK 11 Bk dy 7k, R E T, B2 AR E A 1407C
230°C, 4% 170°C-200C,

13. —Abshiptaddhy, ROASRAEZRK 1 R2TAEMTETHAE A, A
FZRSR6FTAENGT ETHAE B IMAEKI R0 LGP ETHAC, &
%5 b 38 0 IR F o

14, MA)ERK 1T R2 AT ETHE A, RAZKS R 6L T LT
h7 B AAAZK 9 R 10 ATk ed P T ah R C KA 2K 13 Frikey ZHiha
B BB B %S R A s A P 4 A ik
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