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Figure S1: Selectivity of SRM method for resolving BMAA, Ds-BMAA and “C"N,-BMAA
assessed using flow injection analysis of a 5 pm solution of each standard.



-10 A

A
12 A
<&
S
< 14
o
(=]
8
=)
S -16
: =
T s / y i
3 ~ —O— His —0O— Ser
£ 04 g g —8— Thr —e— Met —#— Pro
o
O AA/ —C0— Gly —0— Arg —¢— Val
—¥— Ala —w— Tyr —&— lle
-22 &~ Phe—4— Cys —w— Asp -
—&— Lys —@— Leu —#— Glu
24 T
0.0 0.5 1.0 15 2.0 25

«
o
<
4
[
jJ]
a
)
=
8
9]
24

0.0 : T T : : — :

0.0 0.5 1.0 1.5 2.0 25 2000 2500 3000 3500 4000

Acetonitrile in Carrier Gas (%) Dispersion Voltage (DV)

Figure S2: Impact of varying acetonitrile concentration in DMS carrier gas (A, B) or dispersion
voltage (C,D) on separation (A, C) and sensitivity (B, D) of analysis of proteinogenic amino
acids by ESI-DMS-MS/MS.
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Figure S3: BMAA distribution between molecular weight cut-off fractions of cycad leaf (Cycas
debaoensis), mussel tissue RM and lobster. Hydrolysis was carried out on TCA extracts and
fractions were hydrolyzed to determine “soluble bound” BMAA. Error bars represent standard
deviations of triplicate sample preparations.
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Figure S4: Increasing matrix effects in ESI with increasing hydrolysis time as measured by the
sensitivity of the D3-BMAA spike. Y-axis scale normalized to the response from a neat standard
(no matrix effect).
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Figure S5: Release of stable amino acids isoleucine (A), leucine (B), phenylalanine (C) and
valine (D) during strong acid hydrolysis of a mussel tissue RM. Error bars represent standard
deviation of multiple sample preparations (N = 3). Insets show an expansion of the first 12 h of
the experiment.



