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Fig. S1: Photograph of the setup showing the UV lamp relative to the nanoESI source.
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Fig. S2: MS® CID spectra of radical reaction products of interchain linked disulfide Peptide 2.

(a) Beam-type CID (CE 25 V) of [*"B+H]". (b) Ion trap CID of [ A+H]".
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Fig. S3: Accurate mass measurement spectra of B-chain radical reaction products of Peptide 2.

Negative mode nanoESI
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Fig. S4: (a) MS' negative mode nanoESI of Peptide 4 before UV. (b) MS' of Peptide 4 with the

lamp on.
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Positive mode nanoESI
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Fig. SS: positive mode nanoESI experiments with Peptide 2 when applying 185 nm filtered UV

lamp. (a) MS' before application of the filtered lamp. (b) MS' when the lamp is on.
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Fig. S6: Optimized sulfinyl radical reaction products for Peptide 6. (a) MS' with the lamp on

(b) Ton trap CID of [*°"M+2H]*".
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Positive mode nanoESI
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Fig. S7: Beam-type CID (CE 25 V) of [*"B+2H]*" from Peptide 3.



