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DSC analysis of the PA-SA mixtures.

“exo IP_Canela_0.75_s1C 22.08.2016 11:18:44
wor |
1.0
0.8
0.6
] Integral -2097.55 mJ
normalized 160,73 JgA-1 Integral ~ ~-2053.41 m)
0.4+ O nset 51 1;3 oC normalized -157.35Jg”-1
Peak 54.86 oC Onset 51.22 °C
] Endset 55.55 °C Peak 54.86 °C
02 Left Limit  41.00 °C Endset — 55.57°C
Right Limit ~ 55.80 °C Left Limit  42.83 °C
| Right Limit  55.79 °C
007 — ! ¢
] Integral 2069.42 m] Integral 2037.71 m]
normalized 158.58 Jg~-1 normalized 156.15 Jg~-1
0.2 Onset 52.74 °C O nset 52.62 °C
Peak 52.29 °C Peak 52.36 °C
1 Endset 51.33 °C Endset 51.37 °C
Left Limit 53.17 °C Left Limit 53.19 °C
049 Right Limit ~ 40.68 °C Right Limit ~ 42.31 °C
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Lab: Grea STAR®e SW 11.00

Figure 1. DSC response and evaluation of the material crystallized from acetone. Cycled

sample 1, three cycles.

S2




“exo !IP_Canela_0.75_s2C 22.08.2016 11:23:50

wgr
0.8
0.6
0.4 Integral -1914.98 mJ Inte _
. gral 1887.57 mJ
normalized -163.53 Jg”-1 normalized -161.19 Jg~-1
] Onset 50.74 °C Onset 50.71 °C
Peak 5467 °C Peak 54.64 °C
] Endset 55.37 °C ‘36 0
02 = Endset 55.36 °C
Left Limit 37.52 °C Left Limit 40.29 °C
] Right Limit  55.60 °C Right Limit  55.69 °C i
00 -
Integral 1880.45 mJ
] " Integral 1853.96 mJ
normalized 160.58 Jg~-1 no?malized 158.32 Jg~-1
Onset 52.80 °C Onset 52.79 °C
4 Peak 52.31 °C Peak 52.24 °C
Endset 5148 °C Endset  51.43 °C
1 Left Limit ~ 53.35 °C Left Limit  53.52 °C
Right Limit ~ 38.21 °C Right Limit ~ 40.25 °C
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Lab: Grea STAR®e SW 11.00 Fig

ure 2. DSC response and evaluation of the material crystallized from acetone. Cycled sample

2, three cycles.
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“exo

IP_Canela_0.76_s1C

22.08.2016 11:37:17

Integral
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Onset
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-2175.73 m]
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Baseline Ty pe line

13 ]

1 Integral 2193.19 mJ Integral 2188.90 mJ
0.2 normalized  159.85 Jg~-1 normalized  159.54 Jg~-1
i Onset 52.60 °C Onset 52.55 °C
1 Peak 52.34 °C Peak 51.98 °C
Endset 51.22 °C Endset 51.08 °C
4 Left bl Limit ~ 53.01 °C Left bl Limit ~ 52.83 °C
| Right bl Limit  40.48 °C Right bl Limit  40.31 °C
Baseline Ty pe line Baseline Type line
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ure 3. DSC response and evaluation of the material crystallized from ethyl acetate. Cycled

sample 1, three cycles.
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“exo IP_Canela_0.76_s2C 22.08.2016 11:39:01
Wgn-1
1.0+
0.8
0.6
] Integral -1988.58 mJ Integral -1985.15 mJ
normalized  -163.53 Jg~-1 normalized ~ -163.25 Jg/-1
0.4 Onset 51.37 °C O nset 51.43 °C
Peak 54.88 °C Peak 54.90 °C
1 Endset 55.56 °C Endset 55.54 °C
Left bl Limit 37.57 °C Left bl Limit 38.04 °C
7 Right bl Limit  55.80 °C Right bl Limit  55.78 °C
1 Baseline Type line Baseline Type line \
00f] 3
1 Integral 1961.13 m] Integral 1955.97 m]
normalized  161.28 Jg~-1 normalized  160.85 Jg~-1
0.2+ O nset 52.62 °C Onset 52.74 °C
Peak 52.05 °C Peak 52.28 °C
] Endset 51.29 °C Endset 51.31°C
044 Left bl Limit 53.30 °C Left bl Limit 53.16 °C
Right bl Limit  40.14 °C Right bl Limit  40.77 °C
1 Baseline Type line Baseline Type line
-0.6
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Lab: Grea

ure 4. DSC response and evaluation of the material crystallized from ethyl acetate. Cycled

sample 2, three cycles.
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“exo IP_Canela_0.77_s1C 22.08.2016 11:41:03
W1 |
1.0
0.8
0.6
] Integral -1759.43 mJ
Integral -1795.04 m] normalized  -157.09 Jg~-1
0.4 normalized  -160.27 Jg~-1 o
Onset 52.67 °C
Onset 52.73 °C o
Peak 55.00 °C
1 Peak 55.02 °C
o Endset 55.68 °C
Endset 55.69 °C o o
i L Left bl Limit 39.96 °C
02 Left bl Limit 36.75 °C Right bl Limit  55.91 °C
Right bl Limit ~ 55.95 °C ight bILImit —2>.
| . - Baseline Ty pe line
Baseline Type line
0.0f o
B Integral 1762.40 m] Integral 1748.99 m]
normalized  157.36 Jg~-1 normalized  156.16 Jg~-1
0.2 Onset 52.76 °C Onset 52.76 °C
Peak 52.30 °C Peak 52.46 °C
1 Endset 51.49 °C Endset 51.51 °C
Left bl Limit 53.32 °C Left bl Limit 53.28 °C
0.44 Right bl Limit  38.76 °C Right bl Limit  39.91 °C
Baseline Type line Baseline Type line
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o = mo 50 "0 0 EES “w0 a0 500 S0 e mn
Lab: Grea STAR®e SW 11.00

Figure 5. DSC response and evaluation of the material crystallized from ethanol. Cycled

sample 1, three cycles.

S6




“exo

IP_Canela_0.77_s2C

24.08.2016 13:02:19

w1
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] Integral -2146.03 mJ) Integral -2138.33 mJ
03] normalized -157.45 Jg~-1 normalized -156.88 Jg~-1
1 Onset 52.16 °C Onset 52.11°C
o] Peak 54.91 °C Peak 54.92 °C
= Endset 55.63 °C Endset 55.64 °C
] Left Limit 37.13 °C Left Limit 37.22 °C
017 Right Limit  55.91 °C Right Limit  55.98 °C }
0.04 >
1 Integral  2096.62 mJ Integral ~  2100.49 mJ
017 normalized 153.82 Jg~-1 normalized 154.11 Jg”-
] Onset 52.68 °C Onset 52.71 °C
02] Peak 52.15 °C Peak 51.97 °C
3 Endset 51.13 °C Endset 51.07 °C
1 Left Limit  53.27 °C Left Limit  53.29 °C
*"32 Right Limit ~ 37.75 °C Right Limit  37.67 °C
0.49
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‘0‘ ‘1&0‘ ‘15‘0‘ ‘ZD‘O “‘25‘0 30‘0“ ‘35‘0‘ 460 o 45‘0 ‘560””55‘0““6{‘)0“mi‘n

Lab: Grea

Figure 6. DSC response and evaluation of the material crystallized from ethanol. Cycled

sample 2, three cycles.
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“exo IP_Canela_0.78_s1C 22.08.2016 11:25:45
Wgn-1
1.2
1.0
0.8+
0.6
Integral -2042.02 m]
I | -2024.
044 ntegra . R 024.33 m,\J normalized -157.68 Jg~-1
normalized -156.32 Jg/~-1 o
] Onset 50.72 °C Onset 30.69 °C
Peak 54.30 °C Peak 54.33 °C
J 34 o Endset 55.04 °C
02 Endset 55.04 °C T
P o Left Limit 39.08 °C
Left Limit 39.70 °C - L o
1 Right Limit ~ 55.44 °C Right Limit  55.30 °C
0.0f] P S 3
1 Integral 1965.95 m] Integral 1986.15 m]
normalized 151.81 Jg~-1 normalized 153.37 Jg~-1
0.2 Onset 51.95 °C Onset 51.91°C
Peak 51.60 °C Peak 51.51 °C
] Endset 50.76 °C Endset 50.78 °C
04 Left Limit 52.69 °C Left Limit 52.31°C
Right Limit ~ 40.98 °C Right Limit  40.15 °C
-0.6
3030 40 60 75 60 40 30 30 40 60 75 60 40 30 40 75 60 40 °C
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0 50 100 150 200 250 300 350 400 450 500 550 600 min
Lab: Grea STAR®e SW 11.00

Figure 7. DSC response and evaluation of the material crystallized from hexane. Cycled

sample 1, three cycles.
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IP_Canela_0.78_s2C

22.08.2016 11:28:09

W1
1.0
0.8
0.6
04 Integral = -1997.64 mJ Integral  -2000.11 m]
normalized -156.68 Jg™-1 normalized -156.87 Jg~-1
] Onset 50.48 °C O nset 50.47 °C
Peak 54.35 °C Peak 54.35 °C
024 Endset 55.05 °C Endset 55.04 °C
Left Limit 37.93°C Left Limit 37.67 °C
4 Right Limit ~ 55.39 °C Right Limit ~ 55.33 °C
0.0A Y
1 Integral 1941.80 m] Integral 1953.26 m]
normalized 152.30 Jg~-1 normalized 153.20 Jg~-1
o] Onset 52.11 °C O nset 52.17 °C
) Peak 51.57 °C Peak 51.36 °C
1 Endset 50.66 °C Endset 50.66 °C
Left Limit 52.68 °C Left Limit 52.71 °C
04 Right Limit ~ 39.31 °C Right Limit  38.83 °C
0.6
3030 40 60 75 60 40 30 30 40 60 75 60 40 30 40 75 60 40 °C
‘0““5‘0““1&0‘ 15‘0‘ ‘20‘0““25‘0 ‘30‘0“ ‘35‘0‘ “460 o 45‘0 560 ‘55‘0““6{‘)0‘ m;n
Lab: Grea STAR®e SW 11.00

Figure 8. DSC response and evaluation of the material crystallized from hexane. Cycled

sample 2, three cycles.
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~exo !IP_Canela_0.79_s1C 23.08.2016 10:25:46
Wor-1
0.8
0.6
o Integral -2141.00 mJ
) normalized —153.3Z Jgnh-1 Integral 2134.51 mJ
Onset 30.53 OC normalized  -152.90 Jg"-1
] Peak 54.66 °C Onset 50.54 °C
Endset N 55.38 oC Peak 54.62 °C
021 Left bl Limit ~ 36.20 °C Endset 55.37 °C
Right bl Limit ~ 55.59 °C Left bl Limit 38.02 °C
1 Baseline Type line Right bl Limit  55.69 °C
Baseline Type line
0.0A 3 E R S
1 Integral 2090.93 mJ Integral 2080.21 mJ
normalized ~ 149.78 Jg~-1 normalized 149-01039’\‘1
0.2 Onset 52.47 °C Onset 52.45 DC
Peak 51.93 °C Peak 51.92 oC
Endset 50.98 °C Endset o 50.92 OC
] Left bl Limit ~ 52.77 °C Left bl Limit ~ 52.91 °C
Right bl Limit ~ 39.19 °C Right bl Limit  38.62 °C
049 Baseline Ty pe line Baseline Ty pe line
-0.63930 75 60 30 30 40 60 75 60 40 30 40 75 60 40 °C
‘0““ ‘IL‘)IJ‘ ‘15‘0‘ 200 “‘25‘0 30‘0“ ‘35‘0‘ ‘4{‘)0““45‘0 ‘560““55‘0““6{‘)0“mi‘n
Lab: Grea STAR®e SW 11.00

Figure 9. DSC response and evaluation of the material crystallized from methanol. Cycled

sample 1, three cycles.

S10




“exo IP_Canela_0.79_s2C 23.08.2016 10:27:58
Wgn-1
08+
0.6
Integral -2176.11 mJ Integral -2110.84 mJ
0.4 normalized  -152.92 Jg~-1 normalized  -148.34 Jg~-1
Onset 51.89 °C Onset 51.85 °C
4 Peak 55.13 °C Peak 55.13 °C
Endset 55.85 °C Endset 55.87 °C
024 Left bl Limit 39.01 °C Left bl Limit 37.64 °C
Right bl Limit  56.19 °C Right bl Limit  56.19 °C
| Baseline Ty pe line Baseline Ty pe line
0.0 ———’_I*J
Integral 2114.69 m]
] Integrall 2177.76 mJ normalized  148.61 Jg~-1
normalized  153.04 Jg~-1 Onset 52.81 °C
Onset 52.77 °C p JC o
0.2 o eak 52.25 °C
Peak 52.32°C Endset 51.23 °C
Endset 51.15°C Left bl Limit  53.31 °C
] - o .
Left bl Limit 55.35 °C Right bl Limit  39.99 °C
Right bl Limit  39.56 °C Baseline Ty pe line
0.4 Baseline Type line yp
-0.64
030 40 60 75 60 0 030 4 60 75 60 0 0 75 60 40 oc
o = mo 50 "0 0 EES “w0 a0 500 "m0 @0 min
Lab: Grea STAR®e SW 11.00

Figure 10. DSC response and evaluation of the material crystallized from methanol. Cycled

sample 2, three cycles.
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“exo

IGreixPCM_eutsaturat_PT168-3CRY

24.08.2016 13:42:14

Wor1
50
45
40
3.5;
309
25
20
Integral -304.09 mJ] Integral -303.05 mJ
15 normalized -188.88 Jg~-1 normalized -188.23 Jg™-1
1 Onset 52.81 °C Onset 52.59 °C
0] Peak 55.07 °C Peak 55.05 °C
s Endset 55.48 °C Endset 55.47 °C
] Left Limit 46.00 °C Left Limit 45.83 °C
054 Right Limit  55.66 °C Right Limit ~ 55.62 °C
004 B’h—}—«_
] Integral 308.60 mJ Integral 310.57 mJ
s normalized 191.68 Jg~-1 normalized 192.90 Jg~-1|
e Onset 52.45 °C Onset 52.29 °C
] Peak 52.32 °C Peak 52.27 °C
107 Endset 52.06 °C Endset 51.97 °C
] Left Limit 52.56 °C Left Limit 52.42 °C
e Right Limit ~ 44.09 °C Right Limit ~ 43.23 °C
430 40 60 7 60 0 W30 4 60 75 60 R I 60 75 6 0 oc
o = 100 50 wm om0 10 "m0 w0 a0 "m0 so @0 min
Lab: Grea STAR®e SW 11.00

Figure 11. DSC response and evaluation of the material crystallized from ethyl acetate. Not-

cycled sample 1, three cycles.
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“exo IP_Canela_0.76_s2 30.08.2016 10:09:00

Wor1 ]
4.0{
3.5:
3.0:
2.5:
2.0:
1.5:
] Integral -497.13 mJ Integral -509.80 mJ
] normalized -173.22 Jg~-1 normalized -177.63 Jg™-1
10 Onset 50.80 °C Onset 50.07 °C
] Peak 54.69 °C Peak 54.66 °C
] Endset 55.11 °C Endset 55.10 °C
05 Left Limit ~ 43.67 °C Left imit ~ 40.23 °C
] Right Limit ~ 55.27 °C Right Limit ~ 55.29 °C
0.0\: M———\_
1 Integral 487.60 mJ] Integral_ 483.44 m]
05 normalized 169.90 Jg~-1 normalized 168.44 Jg~-1
] Onset 51.45 °C Onset 51.75 °C
] Peak 51.65 °C Peak 51.88 °C
-1.0] Endset 50.86 °C Endset 51.30 °C
] Left Limit ~ 51.82 °C Left Limit ~ 51.97 °C
] Right Limit ~ 44.93 °C Right Limit ~ 45.44 °C
1.53; 30 40 60 75 60 40 30 30 40 60 75 60 40 30 40 75 60 40 °C
‘0“ ‘5‘0““1&0“"15‘0““20‘0““25‘0“"360““35‘0“"460""45‘0‘“‘560““55‘0““6{‘)0“mi‘n
Lab: Grea STARe SW 11.00

Figure 12. DSC response and evaluation of the material crystallized from ethyl acetate. Not-
cycled sample 2, three cycles.
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“exo GreixPCM_eutsaturat_PT168-6CRY 24.08.2016 13:44:17

mw ]
o]
8]
P
6
5
+
3; Integral -456.62 mJ
] normalized -187.14 Jg"-1 Integral -451.70 m]
i Onset 53.03 °C normalized -185.12 Jg"-1
2] Peak 55.08 °C Onset 52.78 °C
] Endset 55.47 °C Peak 55.05 °C
] Left Limit 43.82 °C Endset 55.46 °C
7 Right Limit  55.73 °C Left Limit 44.45 °C
] Right Limit ~ 55.60 °C
0]
] Integral 451.37 m] Integral 454.03 m]
44 normalized 184.99 Jg~-1 normalized 186.08 Jg~-1
] Onset 52.34 °C Onset 52.54 °C
1 Peak 52.23 °C Peak 52.26 °C
2 Endset 51.91 °C Endset 51.94 °C
1 Left Limit 52.51 °C Left Limit 52.61 °C
3: Right Limit  44.01 °C Right Limit ~ 43.40 °C
o = wo om0 a0 2 a0 w0 o0 w0 s0  so &0 min
Lab: Grea STAR®e SW 11.00

Figure 13. DSC response and evaluation of the material crystallized from acetone. Not-cycled
sample 1, three cycles.
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IP_Canela_0.75_s3

01.09.2016 09:22:29

Wor1 |
]
] Integral 413.25 m)
1 normalized 177.36 Jg~-1 Integral 411.82 m]
é] Onset 51.22 °C normalized 176.75 Jg~-1
4 Peak 51.44 °C Onset 51.10 °C
1 Endset 50.99 °C Peak 51.37 °C
s Left Limit 51.27 °C Endset 50.90 °C
1 Right Limit  44.04 °C Left Limit 51.14 °C
1 Right Limit  44.36 °C
4
3
] Integral -409.72 m] Integral ~~ 427.94mJ
4 normalized -175.85 Jg~-1 normalized -183.67 Jg~-1
] Onset 51.69 °C Onset 50.83 ZC
1 Peak 54.61 °C Peak 54.59 °C
] Endset 55.02 °C Endset ~ 55.04°C
1 Left Limit  45.12 °C Left Limit ~ 43.19 °C
J - L o
] Right Limit ~ 55.19 °C Right Limit ~ 55.24 °C
o N ot
I\w( ¢
a4
330 40 60 75 60 40 30 30 40 60 75 60 40 30 40 75 60 40 °C
‘0““5‘0““160‘ “15‘0‘ “20‘0““25‘0 “30‘0 ‘ ‘35‘0‘ ‘460“‘ 45‘0 560 “55‘0““6{‘)0“mi‘n
Lab: Grea STARe SW 11.00

Figure 14. DSC response and evaluation of the material crystallized from acetone. Not-cycled

sample 2, three cycles.
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“exo

IGreixPCM_eutsaturat_PT168-9CRY

24.08.2016 15:35:09

Wor1 7
5.0;
4.5{
40]
35
301
2.5;
201
5] Integral -400.93 mJ Integral -393.21m)
] normalized -190.92 Jg"-1 normalized -187.24 Jg~-1
] Onset 53.66 °C Onset 53.62 °C
1.0 Peak 55.35 °C Peak 55.36 °C
1 Endset 55.75 °C Endset 55.75 °C
05] Left Limit 43.56 °C Left Limit 45.36 °C
3 Right Limit ~ 55.91 °C Right Limit ~ 55.93 °C
0.0
] Integral 394.08 m Integral 391.52 mJ
] normalized 187.66 Jg~-1 normalized 186.44 Jg~-1]
5] Onset 52.23 °C Onset 52.80 °C
] Peak 52.20 °C Peak 52.49 °C
b Endset 51.87 °C Endset 52.21 °C
1.09 Left Limit 52.26 °C Left Limit 52.82 °C
3£3f) 4 60 75 60 4 3030 4 60 75 ngh%(;_|m|t 4%4'6238(: 4 Bight Lingit ~ 45.18 °C o
o = w0 s w0 oz ;o om0 a0 40 "m0 so @0 min
Lab: Grea STAR®e SW 11.00

Figure 15. DSC response and evaluation of the material crystallized from ethanol. Not-cycled

sample 1, three cycles.
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“exo

IP_Canela_0.77_s2

30.08.2016 10:10:27

wort |
3.0:
25
Z.U:
1.5:
104 Integral -422.32m)
, normalized -177.44 Jg™-1 Integral -417.40 mJ
] Onset 53.28 °C normalized -175.38 Jg~-1
] Peak 55.03 °C Onset 53.29 °C
057 Endset 55.46 °C Peak 55.04 °C
] Left Limit ~ 40.75 °C Endset 55.45 °C
g Right Limit ~ 55.70 °C Left Limit ~ 43.79 °C
| Right Limit  55.66 °C
0.0\
— Integral 410.53 mJ Integral 412.97 mJ
1 normalized 172.49 Jg~-1 normalized 173.52 Jg”-
054 Onset 52.51 °C Onset 52.49 °C
] Peak 52.37 °C Peak 52.13 °C
1 Endset 52.01 °C Endset 51.87 °C
] Left Limit 52.68 °C Left Limit 52.65 °C
104 Right Limit ~ 44.35 °C Right Limit ~ 44.11 °C
3030 40 60 75 60 30 30 40 60 75 60 40 30 40 75 60 40 °C
‘0‘ “5‘0 ‘1&0‘ “15‘0‘ 260 “‘25‘0 30‘0“ ‘35‘0‘ ‘4{‘)0 ‘ 45‘0 ‘560““55‘0““6{‘)0“mi‘n
Lab: Grea STAR®e SW 11.00

Figure 16. DSC response and evaluation of the material crystallized from ethanol. Not-cycled

sample 2, three cycles.
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“exo

IGreixPCM_eutsaturat_PT168-12CRY

24.08.2016 15:41:33

Wgn-1 ]
50l Integral 527.65 mJ
. normalized 181.95 Jg~-1 Integral 518.85 m]
] Onset 51.44 °C normalized 178.91 Jg~-1
454 Peak 51.62 °C Onset 51.25 °C
] Endset 51.15 °C Peak 51.21 °C
1 Left Limit 51.54 °C Endset 50.85 °C
407 Right Limit ~ 42.39 °C Left imit ~ 51.25 °C
] Right Limit ~ 43.49 °C
3.5;
3.0;
2.5;
2.0;
15 Integral -525.98 m]
] normalized -181.37 Jg~-1 Integral -515.66 mJ
1 Onset 48.06 °C normalized -177.82 Jg~-1
1.0 Peak 54.41 °C Onset 47.51 °C
] Endset 54.91 °C Peak 54.42 °C
] Left Limit ~ 43.18 °C Endset 54.91 °C
057 Right Limit ~ 55.06 °C Left Limit ~ 44.37 °C
] Right Limit ~ 55.03 °C
0.55
-1'032 30 40 60 75 60 30 30 40 60 75 60 40 30 40 75 60 40 °C
‘0““5‘0 ‘1&0‘ “15‘0‘ ‘ZD‘O“ ‘25‘0 o 300 ‘35‘0‘ ‘460 “45‘0 ‘560““55‘0““6{‘)0“mi‘n
Lab: Grea STAR®e SW 11.00

Figure 17. DSC response and evaluation of the material crystallized from hexane. Not-cycled

sample 1, three cycles.
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“exo IP_Canela_0.78_s2 30.08.2016 10:13:34

Wort
25+
204
1.5
1.0
] Integral -436.93 mJ
| normalized -174.08 Jg™-1 Integral -422.57 m]
1 Onset 49.51 °C normalized -168.35 Jg~-1
0.5 Peak 53.92 °C Onset 49.44 °C
4 Endset 54.48 °C Peak 53.88 °C
4 Left Limit 36.03 °C Endset 54.48 °C
1 Right Limit  54.73 °C Left Limit 40.87 °C
00: Right Limit  54.68 °C
: Integral 408.62 mJ Integral 411.94 mJ
J normalized 162.80 Jg~-1 normalized 164.12 Jg~
i Onset 51.28 °C Onset 51.20 °C
054 Peak 51.18 °C Peak 51.03 °C
1 Endset 50.90 °C Endset 50.75 °C
1 Left Limit 51.90 °C Left Limit 51.52 °C
1 Right Limit  41.37 °C Right Limit  40.90 °C
(30 4 60 75 60 0 030 4 60 75 60 ) 2 0 60 75 60 40 oc
o © w0 s =0 0 w0 s 40 a0 sm0  so @0 mn
Lab: Grea STAR®e SW 11.00

Figure 18. DSC response and evaluation of the material crystallized from hexane. Not-cycled
sample 2, three cycles.
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IGreixPCM_eutsaturat_PT168-15CRY

24.08.2016 15:44:03

g~ |
2.5:
2.0
1549
10 Integral -457.75mJ
] normalized -189.94 JgA-1 I”tegra'l. 452.00mJ
] Onset 53.13 °C normalized -187.55 Jg~-1
| pPeak 55.10 °C Onset 52.99 °C
054 L2 o Peak 55.10 °C
Endset 55.53 °C
| =t . Endset 55.52 °C
1 Left Limit  41.61 °C =t .
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Lab: Grea STAR®e SW 11.00

Figure 19. DSC response and evaluation of the material crystallized from methanol. Not-

cycled sample 1, three cycles.
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IP_Canela_0.79_s2
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157 Integral -390.72 mJ Integral -374.39 mJ
] normalized -181.73 Jg~-1 normalized -174.14 Jg™-1
101 Onset 52.58 °C Onset 52.42 °C
" Peak 54.67 °C Peak 54.67 °C
] Endset 55.10 °C Endset 55.09 °C
05 Left Limit ~ 42.66 °C Left Limit  45.99 °C
] Right Limit  55.27 °C Right Limit ~ 55.36 °C
U-U\E Eﬁ-———g
] Integral 371.99 m] Integral 370.58 m]
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1 Peak 51.89 °C Peak 51.80 °C
1.0+ Endset 51.25°C Endset 51.51 °C
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Lab: Grea STAR®e SW 11.00

Figure 20. DSC response and evaluation of the material crystallized from methanol. Not-

cycled sample 2, three cycles.
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DSC analysis of DHSA and their salts.

exo
mW]
0.3; GreixPCM_sals diol_PT178Li_c1, 11.03.2016 21:01:20
1 GreixPCM_sals diol_PT178Li_c1, 0.9900 mg
0.2
0.1H//\—J
0.0
] Integral -233.43 m)
0.1 normalized  -235.78 Jg/-1
4 Onset 230.03 °C
] Peak 231.58 °C
0.2 Endset 232.59 °C
4 Left bl Limit ~ 225.65 °C
] Right bl Limit  233.13 °C
-0.31 Baseline Ty pe line
0.4
0.5
-0.67
0.7
-0-8515150 160 170 180 190 200 210 220 230 240 25@5@50 240 230 220 210 200 190 180 170 160 15
0 20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 min

Lab: Grea STAR®e SW 11.00

Figure 21. DSC response of lithium DHSA salt, 1 cycle.
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i GreixPCM_sals diol_PT178Li_c2, 12.03.2016 04:18:16
0.22 GreixPCM_sals diol_PT178Li_c2, 0.9900 mg
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Lab: Grea STAR® SW 11.00

Figure 22. DSC response of lithium DHSA salt, 2" cycle.
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o

0 2: GreixPCM_sals diol_PT178Li_c3, 12.03.2016 11:35:12
1 GreixPCM_sals diol_PT178Li_c3, 0.9900 mg
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Lab: Grea STAR® SW 11.00

Figure 23. DSC response of lithium DHSA salt, 3" cycle.
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mWE
0.301 GreixPCM_sals diol_ PT178Na_c1, 12.03.2016 18:52:09
GreixPCM_sals diol_PT178Na_c1, 1.1300 mg
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0.10]/§
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Lab: Grea STAR® SW 11.00

Figure 24. DSC response of sodium DHSA salt, 1%¢ cycle.
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Lab: Grea

Figure 25. DSC response of sodium DHSA salt, 2" cycle.
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] GreixPCM_sals diol_PT178Na_c3, 13.03.2016 09:26:05
g GreixPCM_sals diol_PT178Na_c3, 1.1300 mg
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Lab: Grea STAR® SW 11.00

Figure 26. DSC response of sodium DHSA salt, 3" cycle.
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mW-  GreixPCM_sals diol_PT178Ca, 14.03.2016 16:19:44
1.04 GreixPCM_sals diol PT178Ca, 6.3700 mg
4 r Integral -493.52 mJ]
0'87 Integral -765.61 m] normalized ~ -77.48 Jg~-1 Integral “473.01 mJ
normalized  -120.19 Jg~-1 Onset 157.64 °C normalized  -74.26 Jog -1
0.67 Onset 109.99 °C Peak 160.79 °C Onset 156.40 oc
[ pm mes o 12305 SO 5
0.4 Endset  126.39°C Left bl Limit ~ 143.31 °C Loft bl Limit 139,66 °C
| Left bl Limit 109.99 °C Right bl Limit  163.75 °C «aht bl Limi "od o
Right bl Limit  128.57 °C Baseline Type line Right bl Limit  162.94 °C
027 Baseline Type line b 4 Baseline Type line
0.0 Integral 451.86 mJ
normalized  70.93 Jg™-1 T
-0.24 g”sft g; Z; Zg Integral 418.66 m]
1 ea : normalized ~ 65.72 Jg~-1
Endset 123.83 °C e
-0.4- L o Onset 129.72 °C
Left bl Limit 135.58 °C Peak 125.53 oC
] Right bl Limit  119.10 °C Endset 121'35 oC
-0.67 Baseline Type line Left bl Limit 133:79 oC
1 Right bl Limit  111.58 °C
-0.8 Baseline Ty pe line
1 Integral -556.79 mJ
-1.04 normalize -87.41 Jg~-1
] Onset 159.22 °C
| Peak 162.37 °C
12 Endset 163.44 °C
1 Left bl Limit | ~ 150.07 °C
-1.44 Right bl Limif  165.12 °C
] Baseline Ty pe line
-1.6
1 81:100 120 140 160 1808380 160 140 1201100120 140 160 1808380 160 140 120110120 140 160 180883C
0 50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 min
Lab: Grea STAR®e SW 11.00

Figure 27. DSC response of calcium DHSA salt, three cycles.
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Lab: Grea STAR® SW 11.00

Figure 28. DSC response of magnesium DHSA salt, three cycles.
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“exo
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Lab: Grea STAR®e SW 11.00

Figure 29. DSC response of DHSA, three cycles.
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FT-IR spectra of the PA-SA mixture, DHSA and their salts.
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Figure 30. FT-IR: Litium salt of DHSA.
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Figure 31. FT-IR: Calcium salt of DHSA.
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Figure 32. FT-IR: Magnesium salt of DHSA.
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Figure 33. FT-IR: Sodium salt of DHSA.
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Figure 34. FT-IR: PA-SA mixture.
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Figure 35. FT-IR: DHSA.
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'H NMR spectra of the DHSA

PT237CRY2_PROTON_01

Figure 36. '"H NMR Spectra of the DHSA before the DSC analysis.
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Figure 37. Expanded '"H NMR Spectra of the DHSA after the DSC analysis (2.3-5.1 ppm).
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