Supplementary Materials

Table S1. Values of different bioactive compounds analysed in broths at pH 2.

Component 0 min 3 min 5 min 7 min 10 min 13 min
Antioxidant activity 439+01a  99.8+08b 1022+12b 97.9+07b  968+05b  101.1+0.4b
(uM TE/g CBS)

TPC (mg GAE/g CBS) 41+0.1a 71+0.1b 73+0.1b 8.1+0.1b 9.5+0.1c 9.1+0.1c
TFC (mg CE/g CBS) 2.1+0.2a 2.5+0.01a 41+0.2b 3.9+0.1b 6.3+0.2c 6.2+0.2c
TTC (mg CE/g CBS) 1.4 +0.05a 54+0.2b 5.1+0.01b 4.8+0.2b 5.6 +0.1b 51+0.1b
TSC (mg EE/g CBS) 16.1+0.1a 31.5+0.1b  309+0.01b 32.1+0.1b 35.6 + 0.6b 32.2+0.8b
Catechin (mg/g CBS) 0.03£0.2a 0.07+03b  0.07+0.02b 0.07+03b  0.06+0.01b 0.04+0.01a

Epicatechin (mg/g CBS) 0.08+0.0la 0.2+0.02b 0.1 +0.03b 0.1+0.01b 0.1+0.01b 0.07+0.01a

Theobromine (mg/g CBS) 1.6 +0.01a 6.3+0.1b 7.7+0.1c 6.5+0.1b 6.6 +0.2b 5.8+0.1b
Caffeine (mg/g CBS) 0.9 +0.01a 1.3 £0.01a 1.4 +£0.01a 1.1+0.1a 09=+0.1a 0.9 +0.01a
TE: Trolox equivalent; GAE: Gallic acid equivalent; CE: Catechin equivalent; EE: Escin equivalent. The
means followed by different letters within a file means statistic differences (p < 0.05) by Tukey’s test.
Table S2. Values of different bioactive compounds analysed in broths at pH 3.
Component 0 min 3 min 5 min 7 min 10 min 13 min
Antioidantactivity 5,y 070 1311213b  1149+21b 12425190  1181+24b 1125+ 16b
(uM TE/g CBS)

TPC (mg GAE/g CBS) 4.8+0.1a 7.6 £0.7b 7.7 £0.1b 8.2+0.4b 9.6+0.1c 9.8+0.3c
TFC (mg CE/g CBS) 1.9+0.1a 44+04b 39+0.1b 51+0.1c 6.1+0.2d 5.6 £0.01c
TTC (mg CE/g CBS) 1.3+0.01a 32+0.1b 29+0.2b 45+0.2c 4.6+0.1c 42 +0.01c
TSC (mg EE/g CBS) 13.7+0.7a 31.5+0.6b 30.9+0.9b 29.1+0.6b 29.4+0.9b 29.6 £0.6b
Catechin (mg/g CBS) 0.07+0.0l1a 0.08+0.0l1a  0.07+0.0la 0.1+0.01a 0.08+0.01a  0.08£0.01a

Epicatechin (mg/g CBS) 0.04+0.0la 0.05+0.01a  0.05+0.01a 0.1+0.01b 0.1+0.01b 0.07 £0.02c
Theobromine (mg/g CBS) 1.6+0.1a 5.6 +0.2b 72+0.1c 8.8+0.4d 8.2+0.2d 7.3+0.01c
Caffeine (mg/g CBS) 0.7+0.01a 1.1+0.01b 1.2+0.01b 1.1+£0.01b 1.5 +0.01c 1.7 +0.1c
TE: Trolox equivalent; GAE: Gallic acid equivalent; CE: Catechin equivalent; EE: Escin equivalent. The
means followed by different letters within a file means statistic differences (p < 0.05) by Tukey’s test.
Table S3. Values of different bioactive compounds analysed in broths at pH 4.
Component 0 min 3 min 5 min 7 min 10 min 13 min
Antioxidantactivity 409,10, 1193:23b  1376+14c  1599:16d 1873422  1528+28d
(UM TE/g CBS)

TPC (mg GAE/g CBS) 41+0.1a 10.1+£0.7b 13.7£0.9b 14.3+0.4b 145+1.7 13.3+0.6b
TFC (mg CE/g CBS) 2.3+0.01a 52+0.1b 7.1+0.4c 8.4+0.1d 8.3+0.6d 79+0.1d
TTC (mg CE/g CBS) 1.5+0.1a 45+0.1b 4.6 +0.1b 4.8+0.1b 6.3+0.2c 59+0.2c
TSC (mg EE/g CBS) 17.1+0.8a 37.3+0.9b 45.6 £ 0.9c 42.8+0.9c 52.5+1.8d 50.1+1.4d

Catechin (mg/g CBS) 0.02+0.01a 0.03+0.01a 0.1+0.01b 0.2+0.01b 0.2+0.01b 0.2+0.01b

Epicatechin (mg/g CBS) 0.04 £0.0a 0.1+0.01b 0.07+0.01c 0.1+0.01b 0.3+0.01d 0.2+0.1b
Theobromine (mg/g CBS)  0.9+0.1a 53+0.1b 6.9 +0.4c 7.1+0.6d 7.3+0.9d 9.4 +0.2e
Caffeine (mg/g CBS) 1.8 +0.01a 25+0.1a 3.4+0.1b 3.5+0.1b 3.5+0.1b 3.5+0.1b

TE: Trolox equivalent; GAE: Gallic acid equivalent; CE: Catechin equivalent; EE: Escin equivalent. The
means followed by different letters within a file means statistic differences (p <0.05) by Tukey’s test.



Table S4. Values of different bioactive compounds analysed in broths at pH 5.

Component 0 min 3 min 5 min 7 min 10 min 13 min
Antioxidant activity 279+21a 1029+31b 1182+19c 1339+17d 1365+33d 134.3+1.6d
(uM TE/g CBS)

TPC (mg GAE/g CBS) 41+0.2a 9.1+0.6b 10.1+1.2b 109+1.1b 11.3+1.6b 12.1+1.1c
TFC (mg CE/g CBS) 1.2 +£0.05a 5.8+0.1b 55+0.2b 6.7 +0.4b 8.9 +0.4c 10.1 £ 0.9d
TTC (mg CE/g CBS) 1.3+0.01a 3.6+0.0b 3.8+0.3b 43+0.1b 6.1 £0.5¢ 6.5+ 0.4c
TSC (mg EE/g CBS) 14.3 £ 1.6a 309+ 1.1b 28.3+0.9b 30.4+1.5b 42.1+1.8b 43.2+2.1b
Catechin (mg/g CBS) n.d. 0.03+0.0l1a 0.05+0.0la 0.05+0.01a 0.06+0.01b 0.06 + 0.0b

Epicatechin (mg/g CBS) n.d. 0.03+0.0l1a 0.03+0.0la 0.03+0.01a 0.06 +0.02b 0.05+0.0b
Theobromine (mg/g CBS) 1.4 +0.05a 6.2+0.9b 5.7 +0.4c 4.7 +0.2c 43 +0.1cd 4.7 +0.4c
Caffeine (mg/g CBS) 1.1+0.1a 1.3 £0.05a 1.4+0.01b 1.5+0.01b 1.7 +£0.1c 1.8+0.1c

TE: Trolox equivalent; GAE: Gallic acid equivalent; CE: Catechin equivalent; EE: Escin equivalent;
n.d. Non detected. The means followed by different letters within a file means statistic differences
(p <0.05) by Tukey’s test.

Table S5. Values of different bioactive compounds analysed in broths at pH 8.

Component 0 min 3 min 5 min 7 min 10 min 13 min

Antioxidantactivity 51 550 12044196 1329+26c  1553+24d  1538+17d  143.8+2.8e

(UM TE/g CBS)

TPC (mg GAE/g CBS) 5.1+0.2a 11.5+0.8b 144+1.7b 14.4+0.9b 14.6 + 0.5b 13.7+0.9b
TFC (mg CE/g CBS) 23+0.1a 4.6+0.1b 5.2 +0.5b 6.1 +0.2c 57+0.1c 75+0.3d
TTC (mg CE/g CBS) 1.5 +0.05a 45+0.2b 4.3+0.1b 4.7 +0.2b 51+0.3b 49+0.1b
TSC (mg EE/g CBS) 14.6 £ 1.6a 40.9 = 1.6b 41.5+1.1b 41.8+1.7b 40.8+1.2b 40.8 +1.6b
Catechin (mg/g CBS) n.d. 0.04+001la 0.04+0.0la 0.05+0.0la 0.06+x0.0la 0.05+0.02a

Epicatechin (mg/g CBS) n.d. 0.02+0.0a 0.03+0.0l1a 0.03+0.01a 0.04+0.01b 0.05+0.0b
Theobromine (mg/g CBS)  1.9+0.1a 3.2+0.2b 55+0.1c 6.5+0.6d 5.5+0.01c 54+1.2c
Caffeine (mg/g CBS) 0.7 +0.03a 1.1+0.01b 0.9 £0.01b 1.4+0.01b 1.7 +0.0b 1.6 +0.2b
TE: Trolox equivalent; GAE: Gallic acid equivalent; CE: Catechin equivalent; EE: Escin equivalent.
n.d. Non detected. The means followed by different letters within a file means statistic differences
(p <0.05) by Tukey’s test.
Table S6. Values of different bioactive compounds analysed in broths at pH 10.
Component 0 min 3 min 5 min 7 min 10 min 13 min
Antioxidant activity 572+13a  1206+41b 1488+21b 1354+19b 1315+22b 126.8+3.1b
(UM TE/g CBS)

TPC (mg GAE/g CBS) 6.1+0.2a 123+1.1 11.5+2.2b 103 +1.2c 10.6 +2.1c 103 £ 1.1c
TEC (mg CE/g CBS) 41+0.1a 45+0.6a 5.6+0.1b 53+0.2b 5.8 +0.1b 51+0.2b
TTC (mg CE/g CBS) 2.6 +£0.01a 3.9+0.2b 4.4 +0.1bc 49+0.1c 3.9+1.1bc 3.5 +0.6ab
TSC (mg EE/g CBS) 17.6 £ 0.9a 364+1.8b  39.8+19bc 35.6+25bd  33.5+1.9e 29.5 £ 1.8f
Catechin (mg/g CBS) 0.02+0.0a 0.03+0.0la 0.07+0.01b 0.07+0.02b  0.08+0.0b  0.07+0.03b

Epicatechin (mg/g CBS) 0.05+0.0la 0.06+0.0ab 0.06+0.02b 0.07+0.01b  0.09+001c  0.06 £ 0.01b

Theobromine (mg/g CBS) 1.9 +0.4a 4.6 +0.6b 4.9+ 0.6b 6.2 +0.6¢c 7.1+0.5d 6.9 +0.5cd
Caffeine (mg/g CBS) 1.1+0.2a 1.2+0.1b 1.3+0.1b 1.3+0.2b 1.4+0.3c 1.9+0.01d

TE: Trolox equivalent; GAE: Gallic acid equivalent; CE: Catechin equivalent; EE: Escin equivalent. The
means followed by different letters within a file means statistic differences (p <0.05) by Tukey’s test.



