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Figure S1. 'H-NMR of dihydrolysergic acid methylester ().
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Figure S2. 3C-NMR of dihydrolysergic acid methylester (I).
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Figure S3. Exemplary calibration curve for the yield determination of I.
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Figure S4. 'TH-NMR of dihydrolysergic acid hydrazide (IV).
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Figure S5. 3C-NMR of dihydrolysergic acid methylester (IV).
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Figure S6. Exemplary calibration curve for the yield determination of IV.
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Figure S7: Yields of IV measured by HPLC-UV (254 nm) against reaction time at 100°C. The reaction
was conducted either in a Schlenk flask heated in an oil bath or in headspace vials heated and stirred
in a thermoshaker.
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Figure S1: HPLC-FLD (top) and -MS (bottom) (SIM masses of the major ergot alkaloids (m/z (M+H)*
= 326.4; 576.7; 548.6; 582.7; 610.7; and 562.1) and lysergic acid hydrazide (m/z (M+H)* = 283.1)) of the

ergot alkaloid mix solution before hydrazinolysis.

Hydrazinalysis 1h FLD 14, Ex=330, Em =415 Chromatogram

1
1004
204
604 5
o] 3
20
ol J/\_J o
T T T T T T T T T T T T
5 i0 15 20 a5 ) 35 40 45 50 55
Retention ime {min)
Hydraznolysis 1h
2500004
2000004 3
150000 2 4
100000+
50000
o4
5 i0 15 20 25 30 35 40 45 50 55

Retention time (min)

Toxins 2021, 13, 342. https://doi.org/10.3390/13050342

www.mdpi.com/journal/toxins



Toxins 2021, 13, 342 FOR PEER REVIEW S6 of S6

Figure S9: HPLC-FLD (top) and -MS (bottom) (SIM masses of the major ergot alkaloids (m/z (M+H)*
= 326.4; 576.7; 548.6; 582.7; 610.7; and 562.1) and lysergic acid hydrazide (m/z (M+H)* = 283.1) of the
ergot alkaloid mix solution after hydrazinolysis (same HPLC conditions as in S8). 1 and 3 are peaks
of the two isomers of lysergic acid hydrazide. 2 is unreacted ergometrine and 4 unreacted
ergometrinine. 5 is always present, when hydrazine hydrate is heated (also without ergot alkaloids).
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