Table 1. 13C chemical shifts (ppm) with assignment to the appropriate C-atom observed for SD, 4-ASA, the SD:4-ASA 1:1 liquid-assisted milled (LAM) and spray-dried product (SPD). Key *refers to molecular structures of SD and 4-ASA as shown below.
	13C assignment* 
	SD 
	4-ASA 
	SD:4-ASA, LAM 
	SD:4-ASA, SPD 

	N-C=C (SD-C4) 
	169.3 
	− 
	166.4 
	172.0 

	N=C-C (SD-C2) 
	166.3 
	− 
	164.4 
	165.2 

	N-C=N (SD-C6) 
	154.8 
	− 
	155.2a) 
	155.2c) 

	C-NH2 (SD-C10) 
	152.9 
	− 
	 151.8a) 
	155.2c)

	C-C=C (SD-C8, C12) 
	130.1 
	− 
	127.8b) 
	133.9, 131.2 

	-C-SO2 (SD-C7) 
	125.4 
	− 
	129.6b) 
	127.5 

	C-C=C (SD-C3) 
	117.3 
	− 
	117.3 
	122.3, 120.5 

	C-C=C (SD-C9, C11) 
	115.1, 113.7 
	− 
	116.5, 114.4 
	115.3, 111.1 

	CH3 (SD-C1, C5) 
	21.3, 20.4 
	− 
	23.4, 21.6 
	23.3, 20.1 

	COOH (4ASA-C1) 
	− 
	175.5 
	173.9 
	175.3 

	C=C-OH (4ASA-C7) 
	− 
	162.4 
	169.1 
	163.7 

	C-NH2 (4ASA-C5) 
	− 
	154.8 
	153.5a) 
	152.6 c) 

	C=C-C (4ASA-C3) 
	− 
	135.2 
	132.9 
	137.1 

	C=C-COOH (4ASA-C2) 
	− 
	107.4 
	105.0 
	107.9, 106.2 

	C=C-C (4ASA-C4, C6) 
	− 
	98.2 
	100.5, 98.1 
	98.7 


a) overlapping signals
b) overlapping signals
c) overlapping signals
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C-NH; (SD-C10) 1529 - 15187
C-C=C (SD-C8. C12) 130.1 - 127.8” 13391312
-C-S0, (SD-C7) 1254 - 129.6" 1275
C-C=C (SD-C3) 173 - u73 12231205
C-C=C (SD-C9. C11) 115.1. 1137 - 116.5. 1144 11531111
CH; (SD-C1. C5) 213.204 - 234,216 233.201
(COOH (4ASA-CI) - 1755 1739 1753
C=C-OH (4ASA-CT) - 1624 169.1 163.7
C-NH; (4ASA-C5) - 1548 15359 152,69
C=C-C (4A5A-C3) - 1352 1329 1371
=C-COOH (4ASA-C2) - 107.4 105.0 1079, 1062
C=C-C (4ASA-C4. C6) - 982 100.5.98.1 987
*refers to molecular structures of SD and 4-ASA as shown below
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