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Table S1. Examples of the obtained calibration curves.
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DOM-1 AFG2 AFM1 AFG1
B-C RE B-C RE B-C RE B-C RE
"ML oimt) (%) | "™ mgmny o) "™ gy o) | "™ (ngimi) (%)
6.0 6.40 5.66 0.8 0.90 1291 0.8 0.91 13.22 0.3 0.32 7.18
12.0 10.84 15.51 1.6 1.44 9.72 1.6 1.39 12.85 0.6 0.59 1.61
24.0 2291 6.77 3.2 3.19 0.30 3.2 3.09 3.30 1.2 1.23 2.09
36.0 35.92 0.23 4.8 4.61 3.89 4.8 4.96 3.24 1.8 176 223
48.0 49.28 2.67 6.4 6.81 6.34 6.4 7.00 9.34 24 2.52 5.08
60.0 64.44 7.39 8.0 7.58 5.29 8.0 7.74 3.29 3.0 289  3.63
120.0 119.22  0.65 16.0 15.44 3.47 16.0 15.38 3.87 6.0 5.94 0.92
180.0 17699 1.67 | 24.0 24.82 343 | 240 24.33 1.39 9.0 9.05  0.50
y = 83.44x - 63.85 y =626.99x - 27.40 y =410.34x - 15.98 y =86.15x - 73.82
R?2=0.9981 R?=10.9969 R2=0.9978 R2=0.9995
Weight: 1/x Weight: 1/x Weight: None Weight: 1/x
B-C: back-calculated; RE: relative error.
Table S1. (Continued). Examples of the obtained calibration curves.
AFB2 AFB1 HT-2 OTB
B- RE B- RE B- RE B- RE
YL gy 00 | "™ gty 00 | gm0 | gm0
0.3 0.36 1879 | 0.2 0.23 1447 | 6.0 6.26 4.28 1.0 117 17.21
0.6 0.58 3.39 0.4 0.37 8.64 12.0 10.73 10.61 2.0 1.94 3.06
1.2 1.21 0.93 0.8 0.74 7.63 | 24.0 24.03 0.10 4.0 4.24 6.11
1.8 1.83 1.91 1.2 1.15 4.33 36.0 37.14 3.16 6.0 5.99 0.20
2.4 2.50 4.07 1.6 1.73 8.07 48.0 49.95 4.06 8.0 8.21 2.59
3.0 2.88 3.86 2.0 1.96 1.91 60.0 58.65 2.26 10.0 9.73 2.68
6.0 5.80 3.36 4.0 3.94 145 | 120.0 11844 1.30 | 20.0 19.15  4.27
9.0 9.14 1.53 6.0 6.09 143 | 180.0 180.81 0.45 30.0 30.57 1.90
y =1433.4x - 90.03 y =2844.47x - 136.89 y =52.85x - 16.61 y =747.54x - 241.03
R2=0.9986 R2=0.9974 R2=0.9995 R2=0.9982
Weight: None Weight: 1/x Weight: None Weight: None

B-C: back-calculated; RE: relative error.
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Table S1. (Continued). Examples of the obtained calibration curves.

T-2 ZEA OTA-ds STER
ng/mL B-C RE ng/mL B-C RE ng/m B-C RE ng/mL B-C RE

(ng/mL) (%) (ng/mL) (%) (ng/mL) (%) (ng/mL) (%)

1.0 1.15 15.07 | 4.0 4.35 8.72 2.0 2.05 2.70 1.0 1.06 6.43
2.0 1.86 6.84 8.0 7.10 11.25 4.0 4.16 3.99 2.0 1.79 10.39

4.0 4.18 4.59 16.0 - * 8.0 8.28 3.55 4.0 4.08 2.08

6.0 6.09 1.53 24.0 25.26 5.23 12.0 11.74 2.13 6.0 6.13 212

8.0 8.13 1.66 32.0 32.31 0.97 16.0 16.36 2.35 8.0 8.47 5.89

10.0 9.81 1.86 40.0 39.22 1.94 20.0 19.80 0.98 10.0 10.11 1.15

20.0 19.33 3.36 80.0 76.31 4.61 40.0 38.84 2.90 20.0 18.61 6.96

30.0 30.44 1.45 | 120.0 12345 287 60.0 60.74 1.23 30.0 30.74 2.47

y =3576x —935.47 y =185.95x - 115.93 y =236.91x — 85.24 y =737.25x - 72.43
R?=0.9989 R2=0.9977 R?=0.9992 R2=0.9960
Weight: None Weight: 1/x Weight: None Weight: None
B-C: back-calculated; RE: relative error*: not included.
Table S1. (Continued). Examples of the obtained calibration curves.
NIV DON FUS-X NEO

B- B- RE B- RE B- RE

ng/m (ng/liL) ng/mL | ng/mL (ng/nC1L) %) | "Mk (ng/riL) (%) | "8/mE (ng/liL) (%)
20.4 20.52 6.0 8.7 7.77 1090 | 8.7 9.91 13.65| 0.8 0.88  10.00
40.8 36.27 12.0 174 1520 1282 | 174 18.85 8.08 1.6 1.52 4.80
81.6 82.39 24.0 34.9 37.03 6.16 | 349 3377 3.20 3.2 3.13 2.34
122.4 125.52 36.0 52.3 51.64 1.29 52.3 53.50 2.26 4.8 4.98 3.84
163.2  183.19 48.0 69.8 7218 346 | 69.8 7423 641 6.4 6.56 2.50
204.0 195.47 60.0 87.2 90.09 3.31 87.2 85.78 1.63 8.0 7.22 9.74
408.0  383.88 120.0 | 1744 16836 347 | 1744  160.07 822 | 16.0 1524  4.73
612.0 625.17 180.0 | 261.6 264.05 094 | 261.6 27022 3.29 24.0 25.26 5.26

y =4.64x - 18.09 y =24.5x +18.42 y =16.19x — 31.98 y =181.00x — 16.54
R2=0.9957 R2=0.9987 R2=0.9943 R2=0.9952
Weight: None Weight: None Weight: None Weight: 1/x

B-C: back-calculated; RE: relative error.
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Table S1. (Continued). Examples of the obtained calibration curves.

3-ADON 15-ADON DAS
B-C RE B-C RE B-C RE
ng/mlemty o) | " gy ) | ngmn) ()
1.8 2.08 19.04 2.7 2.77 1.92 0.7 0.84  19.35
3.5 2.98 14.78 5.4 5.41 0.52 1.4 123 1184
7.0 7.15 2.18 10.9 10.64  2.20 2.8 2.62 6.59
10.5 10.62 1.16 16.3 1671 237 | 42 4.23 0.80
14.0 15.08 7.70 21.8 2315  6.38 5.6 5.54 1.13
17.5 17.35 0.86 27.2 2783 233 7.0 6.97 0.36
35.0 32.81 6.26 54.4 49.70  8.64 | 140 1336  4.55
52.5 53.70 2.29 81.6 84.11  3.07 | 210 2191 432
y =64.22x — 40.31 y =77.18x — 39.69 y =381.06x — 37.92
R2=0.9963 R2=0.9941 R2=0.9965
Weight: None Weight: None Weight: 1/x

B-C: back-calculated; RE: relative error.

Table S2. Revalidation parameters after enzymatic treatment. Precision and accuracy at three
concentration levels (LOQ, 6xLOQ and 30xLOQ). Calculated as RSD or RE (%).

Precision (%RSD) Accuracy (%RE)

Mycotoxin | Within-run (n=3) Between-run (n=9) Within-run (n=3) Between-run (n=9)

L M H L M H L M H L M H
DOM-1 196 461 1182 504 737 634 | 689 345 653 880 215 496
AFG2 653 531 261 786 983 802 | 125 590 614 736 502 1.83
AFM-1 523 420 314 839 698 512 | 333 611 469 6.67 243 3.73
AFGl1 345 773 405 818 940 726 | 333 074 789 889 500 693
AFB2 637 510 189 520 6.02 853 | 889 389 807 1148 216 3.99
AFB1 556 512 314 616 764 856 | 1000 1.67 883 1444 463 7.83
HT-2 10.76 445 083 7.01 1202 6.87 |11.83 587 094 1489 327 593
OTB 333 332 1.08 454 1005 4.11 | 4.00 578 437 722 454 575
T-2 9.67 480 594 12.08 1147 13.06 | 5.00 4.61 938 044 641 395
ZEA 626 4.68 470 1161 697 805 | 1.25 121 931 631 618 776
OTA-ds 538 6.66 176 1221 1149 393 | 1067 394 154 561 674 1.78
STER 721 758 390 822 1417 1320 | 0.00 5.06 1037 044 096 0.29
NIV 1256 8.62 4.08 1428 9.82 1314 | 428 352 11.84 058 772 3.55
DON 799 3.02 221 1039 508 14.28 | 11.92 3.02 1032 9.68 1.04 0.80
FUS-X 11.04 517 910 1168 741 1321 | 831 551 1098 10.16 3.69 5.88
NEO 9.80 255 246 1577 582 10.09 | 1125 0.14 794 422 509 2.79
3-ADON 291 120 144 471 765 9.04 |1019 527 306 785 3.02 3.10
15-ADON | 384 697 255 936 617 674 | 235 061 312 005 560 3.21
DAS 621 353 3.67 6.62 1289 7.86 | 3.81 437 3.51 411 439 291

RSD: relative standard deviation; RE: relative error; L: low level; M: medium level; H: high level.
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Table S3. Revalidation parameters after enzymatic treatment. Recovery and matrix effect

(%RSD).
DOM-1 AFG2 AFM-1 AFG1 AFB2 AFB1 HT-2 OTB T2 ZEA
81.17 8259 8988 7877 8514 9311 101.06 9632 103.05 90.43
Recovery 8331 9315 8816 8816 8158 8636 9020 89.78 8739  83.02
9471 7923 7788 7675 7627 7436 7895 7455 7719 68.83
Mean 8640 8499 8531 8122 81.00 8461 9007 8689 8921 8076
RSD (%) 8.43 8.55 760 750 551 1122 1227 1460 1460 13.59

71.77 90.95 11531 8859 10534 86.89 104.15 100.03 106.01 89.59
Matrix effect 72.83 92.04 95.24 82.97 100.87 88.63 103.66 103.50 103.37 99.81
68.89 93.12 101.21  84.42 9476 8852 10460 106.34 10791 101.36

Mean 71.16 92.04 103.92 8532 100.32 88.02 104.14 10329 10576 96.92
RSD (%) 2.86 1.18 9.92 3.42 5.29 1.11 0.45 3.06 2.16 6.60

RSD: relative standard deviation.

Table S3. (Cont.). Revalidation parameters after enzymatic treatment. Recovery and matrix
effect (%RSD).

OTA-ds STER NIV DON FUS-X NEO 3-ADON  15-ADON DAS

89.39 90.84 7930 92.56 97.47 85.43 90.45 92.58 93.47

Recovery 87.85 7442 7653 94.66 94.95 82.45 84.85 90.08 96.01
70.23 56.50 6539 78.96 68.25 78.37 81.63 76.07 73.87

Mean 82.49 7392 7374 88.73 86.89 82.08 85.64 86.24 87.79
RSD (%) 1291 2323 9.99 9.61 18.64 4.32 522 10.32 13.80

99.26 66.58 9223 91.98 86.31 94.26 103.53 89.56 104.18

Matrix effect 100.81 72.69 9252 7994 83.70 86.22 87.31 86.18 99.12

102.67 8341 9425 9149 10285  101.05 94.94 99.36 111.89

Mean 100.91 7423 93.00 87.81 90.95 93.84 95.26 91.70 105.06
RSD (%) 1.69 1148 117 7.76 11.42 791 8.52 7.46 6.12

RSD: relative standard deviation.
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Table S4. OTA reanalysis in plasma samples.

Women OTA (ng/mL) Men OTA (ng/mL)

Samples  First analysis Reanalysis RE (%) Samples  First analysis Reanalysis RE (%)
47 45.7 423 7.7 46 <LOQ <LOQ 0.0
58 <LOQ 24 18.2 57 <LOQ <LOQ 0.0
68 24 <LOQ 17.4 67 <LOQ <LOQ 0.0
76 <LOQ <LOQ 0.0 77 22 <LOQ 113
91 <LOQ <LOQ 0.0 92 2.2 <LOQ 7.7
101 4.8 4.0 17.2 100 27 <LOQ 30.1
107 2.1 <LOQ 25 105 <LOQ <LOQ 0.0
120 2.8 <LOQ 32.6 113 3.4 <LOQ 52.1

215 <LOQ <LOQ 0.0 250 <LOQ 2.1 6.8
218 <LOQ <LOQ 0.0 288 <LOQ <LOQ 0.0
240 10.1 8.6 15.6 333 <LOQ <LOQ 0.0
300 3.1 2.7 12.4 360 4.0 <LOQ 67.1
335 <LOQ <LOQ 0.0 390 44 <LOQ 75.0
380 4.2 <LOQ 71.2 425 2.6 <LOQ 24.6
400 5.0 2.5 64.7 445 2.2 <LOQ 9.5
422 3.0 <LOQ 40.3 470 24 <LOQ 19.8
446 29 <LOQ 37.4 500 2.1 <LOQ 49
475 <LOQ 2.2 8.2 510 2.2 <LOQ 8.6
496 23 <LOQ 13.5 530 5.8 3.8 41.7
518 2.3 <LOQ 144

522 3.5 2.5 33.4

RE: relative error; LOQ: limit of quantification (included in the statistical study as 2 ng/mL).



