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VVLHPN(HexNAc5Hex6NeuAc2+Cation:K)YSQVDIGLIK*4

VVLHPNYSQVDIGLIK-Cation:K*4
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Supplementary Figure S1. HCD spectrum of a glycopeptide where both predicted Y ions and Y ions shifted by the mass of a
potassium were observed. This is scan 10754.



204,086

—

L}

o}
I

Ly
=1
|

co
=1
]

366.139

|
i}

[wy]
=

o
o

Relative Ahundance
in
oo

L
o

1392.591 1538653

3
=

1030.382 1977 .823
404 495 336.757 1575.093
UL | |

1 | 1 1 I | I |I| I | 1 1 1 | 1 I 1 | 1 1 I | I 1 I | 1 I 1 |
200 400 600 200 1000 1200 1400 1800
m'z

—_
i}

[}

| 1
1800 2000

Figure S2: HCD spectrum of m/z 1083.753 3+ precursor. The corresponding EThcD spectrum identified this precursor as either
EEQYN(HexNAc4Hex5FucNeuAc)STYR or EEQFN(HexNAc4Hex6NeuAc)STYR. The peaks at m/z 1392.591 and m/z 1538.653 correspond to
EEQYNSTYR+HexNAc and +HexNAcFuc respectively, clarifying that the dityrosine-containing assignment is correct.
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Figure S3. Isotope cluster selected for MS-MS analysis. The peak picking software assigned this precursor as m/z 1187.269, whereas the
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major component is clearly m/z 1187.476 2+. This precursor corresponds to EEQFN(HexNAc2Hex5)STFR.



