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Novel salt and related crystalline forms of Compound A:
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wherein the salt is the hydrogen sulfate salt,

characterised by its X-ray powder diffraction diagram,

method for preparing the same and pharmaceutical compositions containing it.
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wherein the salt is the hydrogen sulfate salt,

characterised by 1ts X-ray powder diffraction diagram,

method for preparing the same and pharmaceutical compositions

containing it.
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CELERTEEE- S
GEEL R Y
BCL-2{I A6y #6R ~ MG R - HBEITEAREEH 2
B EEHGY)
EE IR

NOVEL SALT OF A BCL-2 INHIBITOR, RELATED
CRYSTALLINE FORM, METHOD FOR PREPARING THE SAME AND
PHARMACEUTICAL COMPOSITIONS CONTAINING THE SAME
[z ffir it ]

[0001] “A 3% BH (% B Y — FES-(5-F-2-{[(35)-3 (15 Upk-4-H B EL)-
3.4-F FUEWR-2(1 H)-ER B AR ) 8 A )-N-(5-8 A&-1,2- A1 - -3-
BL)-N-(4- 58S ER)-1,2- R - 1 H-IHE g -3 - FH R e = B REL B~ (LA SR By
"EEYIA, RHEZEEYEOEEY)  HBEIAREBEHEEY)
S AFEHGHNLEVMAZTRESE - ATl E T{LEawA -
H,SO4y R E&FPAL o ABFIHLE D IER—EREZE S P2 7E
REEZERTA L BEHEEY) - AEHIARRNRZBEEY AR IERE
iE~ REAFERKEBRAREER AR - &% - B rEEYA - HaSO,
Z g KEE S =
[ SRt ]

[0002] (LEVIAZ(LERLERER

B 1 HEGEHREAD)
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E‘j o HEfH ~ (ERBl-2{lIHI B 5B R EE < H

i R H B FER AL A iy WO 2015/011400(E FI386)0F - HWNAFLISIHZ
FRHFA - EBEB( " EeWAHCI ) HERA 2 EEVANEER B
FRBES A - HLUREZ Y (Iyophilisate) 2 2%

[0003] BELEWARBER R %Y BHBHUMIC (S
Yy o wEE L HAB USRI 2K a7 <0.01 mg/mL)H - dift(k
Byya ] Eil 2 H— e s — P BGE R A A FE R L - L EE
Vi T2 B WRR A EBF RO ~ EEN - AECHE - I T R EEYI(E
o 540 > KA S BRI ] B A R BOER - BERAEDEEER
E TR ZEYNEE o B T JEFTFE S RV AT £ RN E
Mo NI - IR R PEHI SR RIR M EN SV HE 2 HAES > HaFER
EE s ERENEEEMEE - Al BIEZSERBE AN SEENTZ
ARl o RBNIEIR R 2 HER R AR URE B R 2Pk - B DATRNIGE E 77
TRAHU—EEGE FEERPAGSR BRI EIZEAS S Z ik
-

[0004] BT REEBAKE  LENEEHSREAHBENE Zba
V1> A LEUSEAHEAP A - BAEEAERE - B8 - 52k - B
K IgEM R R R ERE ~ Ot - BRENEESEZFRIVELT
AT
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[0005) A& BA7RHE M —FE 1S 2 2 205 - 522 0 I &
BRFERD ZAEEYA - H,SOMY % ZERPREFHEEE - LHLA
8 R AR BR B4R &) > TS IR A M 25 B9 R AT B A
[#IEAE]

EENGEETEED

[0006] [E1ETRALESYIA » HySO, 2 45 @ I 2012 XS 4500 o 12 b [
(XPRD) o

[0007] E2ETRIEEYA - HlEEE 2 MK SR 2 XSG K
‘&L (XPRD) -

[0008] [E3ERILEMIA - BEGED . &8 50 2012 X431 oK G2 4 [
(XPRD) o

[0009) E4ERILEYA > WSS 4RI ZDSCRTCGAR
Rl 45 o

[0010] ESERIESYA > B ~ 45 5 12 DSC R TGAK A
4% o

[0011] E6ETALE YA ~ H,S0,2 45 R IF AW E 88" C NMR%

Er i
rE

(&0

[0012] 4ASCRATEER - BRIE BT CHIMEL - BIA0E 47—t 4R
af Ry 100%05 > SRR "H& . B8 T e BAERPRE RSN
7> AT

[0013] ffisd " A2, EEHC-ColF > sEAIHEE - 28 ~ IENEE - &
WNEE - IETEE - ZTE - RE - 2-7K0% ~ 3-78F ~ £0FE - CfF -
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[0014] FiEfE, B —HFER  CBEERT - —HEmERT
PR R - FERAETE MR ORI R O fR) R EEERE - WEEL
AR < B - TR, BERSOE MR AR T ERE - B
CMaME - SEBERE - 'EEATE > MESERamE - s
BEME B R - MERE - BINIEE T 2 IKBAAMIM T (non-Hodgkin's B B-
cell lymphoma) & i 78 M ABAHREME R » BEERE - EMMRFE - fla
TR E N REMGE - BREE > Pl 8T8 o VAR - JE/ NIRRT
% AUPURERE - BRBERE Ko NERE R RE

[0015) Fipsieor+ o R Tielids . feACH A A H&ER
EEPAFZALEWA -

FHPZ ZET G

[0016] ToCfEuiAZEH 2 28 &b -

El.  5-(5-F-2-{[(35)-3-("5 Upk-4-F B B6)-3.4- - & R & W-2(1H)-
BB R ) -N-(5-8U&-1,2- -1 H-MENE-3-56)-N-(4- 583K £)-1,2-
HH A - 1 H-EEnE - 3- R~ i i S ([E&IA » HyS0y) -

E2.  fRIZEE1ZS5-(5-F-2-{[(35)-3-(WHMk-4- A H 5)-3,4- @ SRR I -
2(1H)-F B £} 78 B5)-N-(5- B5-1,2-2 B B 1 - 08 -3-0)-N-(4-58 3R
EO)-1,2- “HE-1H-MEE-3- H g i 2 i i S (L&A » HySOy) 2 &5 TP
1 Hoaz 48 SN B A XK G KRGS B - 5% B R T 48 5 41 (i AL
20 > DIEEL0.2°F25R) 1 5.55 1 6.62%7.39 -

E3. fRIZEE1ZS5-(5-F-2-{[(35)-3-(WHMk-4- L H 5)-3,4- 7 SRR I -
2(1H)-F B £} 78 B5)-N-(5- B5-1,2-2 B B 1 - 08 -3-0)-N-(4-58 3R
E)-1,2- T HE- 1 H-0E0E-3- H R 2~ il S ((LEWA » HoSOy) Z & &P
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A HPZER P EANXNGh RENEE~E2P4-5-6-7- 8-
9~10-~11-~12~13 -~ 142 E W P EEFFE AT AR FH20 - DU E=0.2°
FTR) 155555625662 ;7.39;10.17:11.49;11.83;16.01; 16.54;
17.04 ;1898 ;19.18 ; 21.90 ; 22.28 ; 24.89 -

E4. REBE3IZ(EVACTHESE < &8P 1 KR HAFHNXE
G RKRENEEFN NENGOTAIZAE20 » DIEE+0.2°%/R)  5.55;
562 :662;7.39;10.17:11.49;11.83:;16.01:16.54:;17.04 ;
18.98 ;19.18 ; 21.90 ; 22.28 ; 24.89 -

E5. fREBEAZ(EVAZTHEEE R8P HFHEERFWOTX
Sy KRS E - (£ F§PANalytical X'Pert Pro MPD 5 {#F4E X 'Celerator

A 25 200 HARIR A B (I F A& /520 » DARESI+0 .2°5%0R) Je & e BEd (B

AFTR)FR
§REmTE FRE20 () | REEEEA)
1 5.55 15.93
2 5.62 15.73
3 6.62 13.36
4 7.39 11.95
5 10.17 8.70
6 11.49 7.70
7 11.83 7.48
8 16.01 5.53
9 16.54 5.36
10 17.04 5.20
11 18.98 4.67
12 19.18 4.63
13 21.90 4.06
14 2228 3.99
15 24.89 3.58

E6. fRIFEIZESTE—IHZEEVAZHBEB ZE&RPAL K
B A A EEC CP/MAS NMRY::E B A 40 F i (Llppm=0.2 ppmFE

AN AN

)+ 17331 ppm ~ 15532 ppm ~ 140.46 ppm ~ 139.19 ppm ~ 137.42
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ppm ~ 134.68 ppm - 131.65 ppm ~ 131.14 ppm ~ 129.37 ppm ~ 126.32
ppm ~ 118.77 ppm ~ 117.36 ppm ~ 116.54 ppm ~ 113.61 ppm ~ 112.69
ppm ~ 110.74 ppm ~ 102.33 ppm - 101.45 ppm ~ 63.06 ppm ~ 57.19
ppm ~ 54.87 ppm ~ 52.06 ppm -~ 44.71 ppm ~ 43.94 ppm - 34.42 ppm -
32.89 ppm - 31.28 ppm ~ 30.66 ppm ~ 14.40 ppm ~ 13.34 ppm ~ 12.49
ppm 5210.50 ppm -

E7. BEHEEGY  HESFEREMNK D ZRBEL L&Y AR
T IR RS E iz Z PR -

ES. EEHGY  HEAFEREMERT ZBBE2EEHR{E—IH Y

FERERP AL DI — S S E a2 2P

A o

E9. fRIZFETEES L BB &) » HANIGFEEIE - B A& ER
KR B F R o

E10. fRIZES X BEEH W) » HFZEmEGELREE - ISE - LE
KFEE - BEREna R - SR EEE - Bk RiE - KR4
A - SMEFREME R - R - PIIEE 5 <& KB4 ARE R R
B ARBAMNE R - BEaRE - BMORRE - PlaFiEsEE -~ BIEE
BE  HRER - DI Z R E R 0 UVELE o JE/ NIRRT o RISIRREE o BR
gt JeE A0/ N AR Bl e

El1l. RBEIZALEVAZIREEEE - HRFEER] -

E12. RBEI 2 LEVAZ RS HHRIEREE - BRRERE
T S % R AR

E13. MRBFENRALEVALTRESE » HfZBEGEE BIE -

n

N
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i
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i ABETERE EREaR - SEERE > aEEKITE
MERIAEE IR - SMEE T E MR - RERE (B2 3EE = 5 K BT
B ke EABAIMMER) > BEaRlE @ BMMREEI0EERE
RAEREE) - R (P02t gaeg) - UV > JR/ ARt E - mrsl
R o BRI A/ N A A e -

El4. RIBE2EE6TE—IH Z(LEWAZHRBEBENEGH AL H
FTEEER] -

E15. fRIBE2EE6TE—IH Z(LEWAZHBaBHNESH AL H
AREREIE - HRRERR N BERGRA -

E16. fRIZFELS ZALEYAZHiEE fER V&S S (1 » HLop sz fE (R 88
B - i R TERE  BERENE MR > SEEERE - RiE
BRI MESARE IR > SEs@ttamm - MEEGIWIEES
& KB E B R e M RBAHAREE) - BEERE - M RN (61
MEFERE N BEMGE) > BRI asEg)  INEE - JE/
HEAfEE > AUSIRRRE - BRAEE A/ N AE A -

E17. AR EEHERBE2ZE6 T {E—IH Z(EE VA Z B | RV & P
AR T - i b eYIA Z e S8 RS IE T E T &S -

E18. HNEHFERIBEDT ZAEEWAZ il S B &S & 8y 5% -
Horaz s A8 i — B R B 5 K KR 2 VAR AR, -

E19. FANEHFERIBEIS Z(EEWAZ il S8 2 &8 & 8y 5% -
H iR LR -

E20. HNEERIBEEIS Z LA il 5 <& &M P18y 5k -
Hrp M E R LEEKREY) o

/

i
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E21. AREEMELTEZE20 0 E—H 2L EVA Z R S8 2 &8 5P
AIWTE - FEZ AT - GRGEABNE Z(EEVA Z Wik BRI E &
T2 A -

E22. fRIRE1ZS5-(5-F-2-{[(35)-3-(WEUM-4-F B 5E)-3,4-  F F I Uff-
2(1H)- B Ik A 78 B)-N-(5-80 £-1,2- 2 F B-1H-I 0% -3-5)-N-(4-78 7%
H)-1,2- R TH-MEIE-3- R i 2 i S B (L&A > HaSO)RYII/KES
LAl EFzERP XA B ANXEHGh RKEdBERErEDP4- 56
728-9~10~11~12~13~ 14~ 15fRECEH M T & RO ALIEAE20
PLFE 85+0.2°% %) 1 5.19 5 5.64 : 6.74 5 7.14 : 8.04 :8.33:9.17; 9.40 :
10.68 ; 11.03 5 11.35; 12,18 12.59 5 13.64 ; 14.78 ; 15.09 -

E23. fRIZE22Z KGR > HPHEFO TXH&H KEH
[& - {8 F{PANalytical X'Pert Pro MPD%E & {4 X Celerator{d il 25 £ H

AAREB G A BN ALAE /20 - DU E+0.2°3%0R) K & H B Ed(MLA R R) %

7~ :
Gm5E A0 () | SEREA)
1 5.19 17.03
2 5.64 15.66
3 6.74 13.12
4 7.14 12.39
5 8.04 10.99
6 8.33 10.61
7 9.17 9.64
8 9.40 941
9 10.68 8.29
10 11.03 8.02
11 11.35 7.79
12 12.18 7.26
13 12.59 7.03
14 13.64 6.49
15 14.78 5.99
16 15.09 5.87
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VERFE - R ES & 0 A R ER s VB Ko (B N 2 B — Al A
o=l BRAERT AR T > MM EE 2 ARZ IS - I > AIERS
ZAEEVIAZ bi BE S B4R P A e J18 2 DUE KA L & ZH5 L » T
IE Ot RENE S B ENRM -

[0017]) Ao 2 G BaRIHAZFIHE AR DU )7 2R HIASEHA -
BO1 : ARESLEWAZHES B 2 &RF AN TTA

[0018]) fr¥R 52 0R FE K25 gfb & VIACH B i) B I 12239.5 g L%
T oo BRAE6S CIMBUR &Y - B 1% 2 A IIbE B 7Y /K 1 208 R (4.27 g
H,SO4 + 59.87 g/K) - RBHEEYIVIER > lERAHI210TC - &G & 5EHK

EEBER > ROBRKREMAL10TC YL » B8 B AT REE TRZkE - 16
REJE 2 1% 0 DLEYT0% 2 B3R K K 99.8% 2 4l B & WA 2 i s & 58
&R IE AL o BEIRE AR AT (3 o Bl 2 X B Sf i AR AR -

[0019]) FEMRBEAFH G GET BRI ERZER G EERS
(EEIACHHEm) -
BH2 - HRBER/RMEEWAZRESBNGE /P RINITEGEE)

[0020] f£¥R 5300 FE K25 gfb & VIACH B i) B I 12239.5 g L%
T oo BRAE6S CIMBUR &Y - B 1% 2 A IIbE B 7Y /K 1 208 R (4.27 g
H,S04 + 59.87 g7/K) - RIFREEYI30578E - BRERSVIRESH - A%
AEEVAZH B M &R P AIGRGEYE Z2EE %) #E - HEFRG
Y1305 ¢8 > MR SAIZE10C - B4 &5k > BIBEIFR - FHAE/I/KR
BYHEI0CHE - #BIE AL REE TEZE © fERZBR 218 » LIgYT0% 2 ER KK
1299.8% 2 SIS (LEVALZBE S MBS R AL o B A0 E f
3 BT AL XA 4Ry AR R AL

E[

d

59 HEWHRHAS)
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[0021] fEMRIBARI Z &M AT - B a8 2 E 0 A ER
LB ACH ) -
BHI3  (EEWAZHREESHE 2 &R TN IXH G REGEH B)

[0022] AfELLUTfRF T £ fFIPANalytical X'Pert Pro MPD&E5T 4K
X'Celerator (& HI g3 £ Bl E = N EC s &+

BEER45 kV » BEF40 mA

AL 1 0/0

Fo R -

K a-1) £ : 1.54060 A >

K o-2) & 1 1.54443 A >

K 0-2/K a-1EE# 0 0.5 »

EHIRE ¢ LL0.017° 2 B E H 3° 255 (fRhLtg /E20)

BB B ¢ 35.5301 s -

[0023] MRIRE G2 2 5758 E 2 L&Y AR I B S B HY P = 1HY
XU 45807 R 45 B [ (A (IR 4R A B (I FILAS F520 » DAE B1+0.2° % 0R) K & [
FE(LAAFRT) RN (B » O T RTPHEAREGETHT

ERERTE FFE20 () | BEFEEA)
1 5.55 15.93
2 5.62 15.73
3 6.62 13.36
4 7.39 11.95
5 10.17 8.70
6 11.49 7.70
7 11.83 7.48
8 16.01 5.53
9 16.54 5.36
10 17.04 5.20
11 18.98 4.67
12 19.18 4.63
13 21.90 4.06
14 2228 3.99
15 24.89 3.58
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HHl4 : REMETR
[0024] ¥HCFTA GEFIRIT R EHFREL > #4520 mglbGAZE 2
P GIA30 mL/NR S LU R F R HPLC o #T

[0025] #ZEYVESEFRHTILC(% m/m)HIE -

B | £ [ R

To >99.9
25°C/60%RH Eﬁgﬁ)@zﬂ;ﬁf < {38 A Z21%100.7
30°C/65%RH Eﬁgﬁ)@zﬂ;ﬁf < {38 A Z1%£100.6
40°C/75%RH Eﬁgﬁ)@zﬂ;ﬁf < | pE3EA 2 %1000
50°C/75%RH fiEaR i [F6# 2 $£101.0

[0026] # R ZAMNEI(E &) R AL TE & MEAL P A MBI 4 T IR A

D 4£25°C/60% RH > 30°C/65% RH » 40°C/75% RH F#B#83 (M A » KAL
50°C/75% RH T 548638

[0027] JEAM » XST 48 68 B 45 R - (ETolS 77 i 2 18 R AE25C
/90%RH T FEETYEY OB EE R 6 1% » T AL -

[0028]) &8 - BEYY)E vl 1 M 5A0F B N 1R B W) R ALER A8 EHY -
BHIS | ARNERLEMAZHE S BN KE RSB TEFER)

[0029] AfEERSEIRTE T i#55.83 kelb & ¥IACH BEls) B IR55.85 kg
LEEH - BRAIL6STC NINEVEGY) o B B WA B 7 /K 28R (1
kg HoSO4 + 13.96 kg/K) - IR SYI3078# - BRSNS
AR EYAZHREE &RV AIGEBYE Z2E 8 %) fHifdE - #1E
SREYI305r8E > BERISAIZE 10T » E4ERTRET o BIERIER - O/
ACREYAE10°C T W - B8 BATRERE T iRk - Wik - R EYIR s
MFREER) T » LLEYT8:5% 2 EFR K KiY99.9% 2 #iJE K £0.43% 2 7K
S EEBLEYAZ BB RKE R o EREFE h0E 66 $ Frh

11 HEETEREE)
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L X R KR FAL -

[0030] FEMRBEBAFH G GET BRI ERZER G EERS
(EEIACHHEm) -
BHl6 : (EEMAZHEE S B~ FKE R (XSG RSG5 E)

[0031] Bt ZRCERALLD T RfE T T

[0032] R AREI30E50 mgfRF oy iAo B BUN £ 1k G ] 7 B 7 B E
2 WE B A R (Kapton ™) 2 ]« {01553 88 N A XSHRGEAF 5 > H3° 20%
£/040° 200 sk HI B Y X BT SR e T [ > s X BT &R e 5 @ A£40 Kv K30
MaT > fE4ECuK o BEH (A = 1.5418 Az FiafEFfE > B RAEH
0.01°%0.02° 200y &E[E N - MEFE AIIRBATEH 25T w21k -

[0033] #RIZE PS5 2 HAER 2L VIARTHLEE & 8 HY LK 20/
XG4k K GES Bl AR IB R B (A8 /E20 » DU B+0.2°% ) K & E 6
BE(UART)RR(E2) - EAE TP HARGETHF

RemSR 20 () | EEREEEA)
1 5.19 17.03
2 5.64 15.66
3 6.74 13.12
4 7.14 12.39
5 8.04 10.99
6 8.33 10.61
7 9.17 9.64
8 9.40 9.41
9 10.68 8.29
10 11.03 8.02
11 11.35 7.79
12 12.18 7.26
13 12.59 7.03
14 13.64 6.49
15 14.78 5.99
16 15.09 5.87
HH7 : AREBRILEMAZHE S @ &RR N T EGERE - 285

ZHE RN

5 12 HEETEREE)
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[0034] {EERIFIRTE TK5.83 kelb & WACKBER) B FLS5S5.85 ke
LEET - BaRAE65C TIEVEGY) o Ba ik 2 M A IR B iy /K o 28 R (1
kg H,SO,4 + 13.96 kgoK) - BEIEGYI307 88 - BEERHERESYIF 24 -
R baAZ RESE 2 &SP RIGERYE Z2EE %) RlE - B#
BEY305E - BERAAIZ210C » B4 R0 - BIERIZE - /£10TC
THRLBE/AOREY) LN - B8 HAL R N2k - Hig/r40C NMERFA
50 ERERH) Z AE THKEEY - HAEEVRFELELERAEE
FOT o DAEYT8+5% 2 EER L KA 99.9% 7 g K 496.5+1% 2 K& B IEE
L&A Z Wi b S B A & & P 20 - [E 58 #5 20 8 13 o By B e & X5 &y
RARFRE -

[0035]) fEMRIBAZSEEE &5 5AF » sl EH 2 R A ER
{E&PIACHBEm) -

OIS : ARBRILEVMAZHEE &R Z T ERRBEZXHE
W RSG5 B

[0036] #&EHAE15 mL AR HAE(L48/NES » KF1510 mgfb&PA Z IR
fu P B EEER (WO 2015/011400 2 B HI386) 8 Ll Ho4h i LERIAR &) - 18
IETREREIRS 0 1 mL ZFE 50 W R B B2 0% 210 mL/KHS min - fEA
BEiE 2 1% 0 {E30°C/102 0 T HZBR TR 6 G RS R 14 S 35 th X BT 48 82 44(3-30°
20/10 min) 5347 -

[0037)] HCIE X BlgEAMPR U TEEMESEM - HRvESE
LIEBRIEY) » Z LEEREYEKFEEEZ ZEH0FR » FEIKE
B - i3 /KEHCIE P ot B a8 8~ 4l &t -

[0038]) MRABILRIATHGIM ~ /775 S 2 LEYARE R EE /Y

5 13 HEETIEREIE)

(C224968PA docx
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XSk KGN B BB S AU B (AL ig /20 - DI E0.2°%0R) KAE ¥ 58
FE(LL% R TR (E3) - EAE TRPH UGBTI

ERERSR ARE20 () [HEHE(%)

1 5.53 100.00

7.37 65.92
3 9.96 92.98
4 11.26 31.90
5 11.62 30.11
6 12.29 67.53
7 12.76 25.47
8 15.34 2927
9 17.04 32.91
10 18.82 25.98
11 19.07 27.10
12 19.48 27.89
13 20.41 25.05
14 21.99 28 88
15 23.14 29.52
16 24.69 23.99
17 25.66 29.09
18 27.28 25.49

BH9 - (LEWAZHEB N HESE &R PAINDSC RTCARE 4R

H,SO 58

[0039] F£TA Instruments Q1000 (Z,Q2000)/x Z% I7 4 2\ 17 &
(Differential Scanning Calorimeter) | > fEHFLFIZEsnfET - EHERIER
T AE0CEA250°C 2 ELA10C/minZl $k B E R&Y4 meg L Hifk S8 > P
R R EUT A (Differential Scanning Calorimetry ;3 DSC)45/&L
4R ([B]4)

[0040)] F£TA Instruments Q5000%4 & 47 #7 #(Thermogravimetric
Analyser) b » {EREREEF - LERIER T > ££25CEL250°C Z B LA10°TC
/minFLERE B R0 mg 2 Wil S8 - PRI 2 BVE 5T (Thermal
Gravimetric Analysis ; TGA)EFEHH 4R ([E4) °

HClZ5

5 14 HEETIEREE)

(C224968PA docx
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[0041] F£TA Instruments Q1000 (E(Q2000) R~ZEF M E I
FEST LRI ZE gntlE B > AEERIER T AE0°CHL250°C Z R LA10°C /mingL #%
BEERY4 mg 2 BILE - P2 5 2 DSCRr R 4R (ES) -

[0042] F:TA Instruments Q500024 E sy Afr @ L fEFE IR GET -
FEEGRIES T » 4E25 CBI250°C 2 ELA10°C/minZT % 8 K46 mg ~ HIL
s BRI B2 TCGAFR E 4R ([E5) -

[0043] AHELFHCIER 2 DSCHy il & > HoSO,E8 2 DSCHy Bl 4%
N REFE - H£25C #1100°C 2 B AYH,SOLE8 2 TGAR 12 Bl 4% 7 o] = /K18
g o Y5 R/ R R ERAT 5 1] 224 °C 2 DSCH it 4g T a] B, - HCIER 2 JARLR
& R E (R FYH,SOL B8 2 JA RiUR & K Ja o B a] LA BLH, SO, 88 EE - HCIAE
B K& BAERGERE -

HHI10 : {EEWA » H,SO,.Z & &P HI(ERENMREE)

[0044] {LETIA > HySO4 2 45 & TP N 36 i B R A G LL IR L s 22
(Nuclear Magnetic Resonance spectroscopy)RE([E6) ° fLLL T HRAF T >
(EF E7A4 mm CP/MAS SB VINHI#E£t >~ Bruker SB Avance III HD 500
Rt A BRI BT TR B & WA » HaSO, 2 [EREC NMRYGEE

$E# 1 125.76 MHz >

SEEERE © 37 kHz »

S P e R 1 10 kHz >

FREHEZ. © A ASPINAL64LHE 2 A X Rk
FIEIRAEE © 10 s

PREERFRE] © 46 ms >

iR - 4 ms o

5 15 HEETIERBIE)
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PG I0E 4096 -
[0045) FE{Tr 2 (Fourier Transformation)>” B S Hz&il:
% o
[0046] rhtEE BRI 2 ET 2R e 2 SR
5 5 E 538.5 ppm) ©
[0047] (L&EPA > HySOu 2 &SP H—HEE Y FAEEE
Z A E AL BAE TR T4 H(CAppm+0.2 ppmFEIR)

)%

5% | (ppm)
1 173.31
2 155.32
3 140.46
4 139.19
5 137.42
6 134.68
7 131.65
8 131.14
9 129.37
10 126.32
11 118.77
12 117.36
13 116.54
14 113.61
15 112.69
16 110.74
17 102.33
18 101.45
19 63.06
20 57.19
21 54.87
22 52.06
23 44.71
24 43.94
25 34.42
26 32.89
27 31.28
28 30.66
29 14.40
30 13.34
31 12.49
32 10.50

5 16 HEEHIEREIE)

(C224968PA docx
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EELELEEE Vil EED

[E17H]

—HES5-(5-8-2-{[(35)-3-(ME Uk-4- 5 FH BL)-3,4- S R EIR-2(1H)-E]
PSR EL)-N-(5-F E-1,2- “ HHEL-1H-MEE-3-F8)-N-(4-F8 K KL )-1,2-  H

- 1H-WENE-3-HER iy 2 il B B ((E&YJA » HaSOy) -
[27H]

— A EE K1 Z5-(5-F-2-{[(35)-3-(WE Wk-4-KL HH £L)-3,4- G L&
h-2(1H)-EE ] Fe AL ) AR B )-N-(5-8 A-1,2- HH B- 1 H-TE 0% -3 - )-N-(4- 58K
Bo)-1,2- HE-1H-UE0E-3-HER K 2 i i S8 ((EEPIA - HaSOu) Z &5 & TP
A B &SR PN B AXF G REN BB R0 T &GRS /A
(Bragg's angle)20 » DIFFE[+0.2°F71%) 1 5.55 5 6.62F%7.39 ¢

[537H]

— A EE K1 Z5-(5-F-2-{[(35)-3-(WE Wk-4-KL HH £L)-3,4- G L&
h-2(1H)-EE ] Fe AL } AR B )-N-(5- 8 A-1,2- HH E- 1 H-TE 0% -3 - L )-N-(4- 58K
Bo)-1,2- “HE-TH-UEIE-3-HER K 2 i i S8 (L&A - HaSOu) Z &5 & TP
A B ZESP A BEEXNEH RENERE 2045678
9~10~11~12~13 ~ 14fFRECEERM T EEF R ALME 26 - DIEEx0.2°
$£5R) 15.5515.62 1 6.62: 7.39 5 10.17 5 11.49 : 11.83 : 16.01 ; 16.54 :
17.04 ; 18.98 : 19.18 ; 21.90 ; 22.28 ; 24.89 o

[547H]

WEE K3 ZLEVAZ R EE 248 5P 1 HEEXE G REE
SHE B BT &S0 A& A20 - DIEEE0.2°% ) £ 5.551 5.62 ;
6.62:7.39:10.17 ; 11.49 ; 11.83 : 16.01 : 16.54 : 17.04 ; 18.98 :

P 1 HEEHP S EA )

(C224968PBX20210317C .docx
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19.18 5 21.90 ; 22.28 ; 24.89 -
[5557H]

WeE KHAZ L EVMAZ B SE 2 &R EEFUTXHEH
FREENF[E - [ PANalytical X'Pert Pro MPD%& 5} & DL X 'Celerator{& |54
BB MRBRU B AR A20 > DUEE+0.2°F% 1) K& EEEd(CLAE

AN E N
R FRE20 () | SEFEEA)
1 5.55 15.93
2 5.62 15.73
3 6.62 13.36
4 7.39 11.95
5 10.17 8.70
6 11.49 7.70
7 11.83 7.48
8 16.01 5.53
9 16.54 5.36
10 17.04 5.20
11 18.98 4.67
12 19.18 4.63
13 21.90 4.06
14 22.28 3.99
15 24.89 3.58

[$F61H]

WEEKHIZSPE—HZEEVAZRERSE 2 & &Pl HAHF
EFEPC CP/MAS NMRY¢EE BB Mg (Llppm + 0.2 ppmFTEIR) ¢ 173.31
ppm ~ 15532 ppm ~ 140.46 ppm ~ 139.19 ppm ~ 137.42 ppm ~ 134.68
ppm ~ 131.65 ppm ~ 131.14 ppm ~ 129.37 ppm ~ 12632 ppm ~ 118.77
ppm ~ 117.36 ppm ~ 116.54 ppm ~ 113.61 ppm ~ 112.69 ppm ~ 110.74
ppm ~ 102.33 ppm ~ 101.45 ppm ~ 63.06 ppm ~ 57.19 ppm ~ 54.87 ppm -~
52.06 ppm ~ 44.71 ppm ~ 43.94 ppm ~ 34.42 ppm ~ 32.89 ppm ~ 31.28

ppm ~ 30.66 ppm ~ 14.40 ppm ~ 13.34 ppm ~ 12.49 ppm 210.50 ppm -

% 2 HEEHAP S EA )

(C224968PBX20210317C .docx
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[£71H]

— e EHEY) - SE RIEMER 7 Z WEE KT ZAE & VIARY AR
B R BE LA R — S RS R [l 7 Z B
[5581H]

—HEBHEHEHEY - RESFREMR T ZWERKIE2E6FE—IHZ
{EePARTR B S M AVE ST > DUk —ei SR #5852 7 Il P
Bl o
[5£97H]

—REANEE SKIHT 8 2 B B 5 V) 2 A iR > A B B8 (I 6 PR E =X

SE-ERLIIIEPA S
[5£107H]

WMEFKHAIZ HE » Pz EEABEEBE - e > AERT B
B eMNEN e MK - &R ERE - RER ITE - MERSMiNE D
W stEEmEttamm - WEE > BERE - EMMiRE - 5eEE - IR
B~ IR/ NIRRT - AUSIAR S ~ AR AT N AR A -

T

(=1

T

[F113]
—REFEKHI Z(EEVAZ RS 2 HE - R RSN -
[5F127H]

— K2 S PE—TH L EMAZ b 8 2 & 5 P12 H
R H USSR -
[551315]

—EAREENBERI2E26 P E—THZ(LEVAZ R RSB ST
HINTT % HPZ VAT RBREBEHTEENE P& -

% 3 HEEHPEEEA )

(C224968PBX20210317C .docx
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[F147H]

WEEKHBZ AR EEH LeAZH RS BNE RSP E > &
g S E (e — B TR 5 UK R R Z AR -

[5157H]

WEEKH4Z AR EFH b eAZ MBS BNE RSP Ieh A > &
PELEE R LI
[%167H]

WEE KH4Z AR EE e AZ MBS BNE S PRI h A > &
Faz N E R LEEIKREY) -

(%1711

MEE KM 16T E—IHZ N HE(EEVAZ Ml S BEaVE &P
I TT7E > FERZ T A P E AR/ N E Z AL EVIA Z b ik S B RV &S & P (1%
&S
[55181H]

— AR K TH 1 Z5-(5-F-2-{[(35)-3- (M5 Ih-4-5 HH 5)-3,4-  F 12
UR-2(1H)-FE [ A ) A5 5 )-N-(5-80 A-1,2- B AL - 1 H-ME IS -3 - ) - N-(4-F8 7R
E)-1,2- “HE-1TH-MEE-3- R i 2 i e @B (B EPIA > HaSO4)HY /K &S
MR HPzER P ARAXH R RENEB RRE 4567
8~9~10~11~12~13~ 14~ ISHREEBL TS RAFLIEA20 > LUE
#+0.2°% 7N) 1 5.1955.6456.74; 7.14 5 8.04; 8.33:9.17: 9.40 ;
10.68 5 11.03 ; 11.35 ;5 12.18 5 12.59; 13.64 ; 14.78 ; 15.09
[55197H]

M KB ZAEEWAZ il MV HEKG RPN - HEAW XS

N

% 4 HEEHPEHEA )

(C224968PBX20210317C .docx
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iy KRG E - HFPANalytical X'Pert Pro MPD#ES{# LIX Celerator{H

Aes &0 - HIRBG A BECRAEA20 » DIEE+0.2°% ) K & E FEd (LA

AFTYERT
s FARE20 () | REREEA)
1 5.19 17.03
2 5.64 15.66
3 6.74 13.12
4 7.14 12.39
5 8.04 10.99
6 8.33 10.61
7 9.17 9.64
8 9.40 9.41
9 10.68 8.29
10 11.03 8.02
11 11.35 7.79
12 12.18 7.26
13 12.59 7.03
14 13.64 6.49
15 14.78 5.99
16 15.09 5.87

%5 HEEHPHEAHE)

(C224968PBX20210317C .docx
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