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The characteristics of the acquired spectra as well as the pulse sequence parameters
NOESY (Nuclear Overhauser Effect Spectroscopy) — an overview of all types of mol-

ecules.
CPMG (Carr-Purcell-Meiboom-Gill) — an information on only low molecular weight

metabolites.
DIFF (diffusion edited) - mainly macromolecular signals.
Two dimensional (2D) JRES (J-resolved) — a visualization of scalar couplings and im-

proved metabolite identification.

Table S1. NMR pulse sequence parameters.

Pulse program NOESYGPPR1D CPMGPR1D LEDBPGPPR2S1D JRESGPPRQF
D 65536 65536 65536 8192
SW [ppm] 30 20 30 16.62
AQ [sec] 2.73 4.09 2.73 0.62
D1 [sec] 4 4 4 2
D8 [sec] 0.01 - - -
D16 [sec] - - 0.0002 0.0002
D20 [sec] - 0.0003 0.12 -
D21 [sec] - - 0.005 -
DS 4 4 4 16
L4 - 126 - -
NS 32 64 64 1
DELTA1 [sec] - - 0.11572488 -
- - 0.004172 -

DELTA2 [sec]




1-Lipids 16 - Citrate
2 -Isoleucine 17 - Creatinine
3 - Leucine 18 - Dimethyl sulfone
27 4 - Valine 19 - Betaine
28 29 5 - Lipids 20 - Choline
6 - Lactate compounds
30 7 - Alanine 21 - Methanol
8 - Lysine 22 - Glycine
9 - Acetate 23 - Glycerol
10 - Lipids 24 - Glycolate
11 - NAG 25 - Serine
(N-acetylglycoprotein) 26 - Glucose
12 - N-acetylcysteine 27 - Tyrosine
13 - Glutamine 28 - Histidine
14 - Acetone 29 - Phenylalanine
15 - Pyruvate 30 - Formate
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Figure S1. The 400 MHz 1H-NMR CPMG spectrum of blood serum from HNSCC patient treated
with chemoradiotherapy. Main metabolites are indicated.
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Figure S2. Multivariate discrimination between the L (Low) and H (High) WOD classes for
CHRTH+RT (a), RT (b) and CHRT (c). The OPLS-DA cross-validated scores plots show distinct sepa-
ration between the classes.
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Figure S3. Multivariate discrimination between the L (Low) and H (High) MD classes for CHRT+RT
(a), RT (b) and CHRT (c). The OPLS-DA cross-validated scores plots show moderate to distinct sep-
aration between the classes.



a) WOP CHRT+RT: eLow A High

10000 =

-10000 =

tocv[1]

-20000 =

~30000 =
-40000 = A [ ]
[
~50000 = e e ey [
-8000 -6000 -4000 -2000 O 2000 4000 6000 8000 10000
tev[1]

b) WOP RT: eLow A High

20000 =
10000 =

0

-10000 =

tocv[1]

-20000 =

-30000 =

-40000 =

-50000 =
@ [ ]
-60000 T T . T o
-12000 -8000 -4000 0 4000
tcv[1]

c) WOP CHRT: eLow A High
A

10000 =

-10000 =

tocv[1]
(%)

~20000 = ®

-30000 = a

-40000 = A
-50000 T T T [T

-10000 -5000 0 5000 10000
tev[1]

Figure S4. Multivariate discrimination between the L (Low) and H (High) WOP classes for
CHRTH+RT (a), RT (b) and CHRT (c). The OPLS-DA cross-validated scores plots show moderate to
distinct separation between the classes.
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Figure S5. Multivariate discrimination between the L (Low) and H (High) MP classes for CHRT+RT
(a), RT (b) and CHRT (c). The OPLS-DA cross-validated scores plots show only moderate separation
between the classes.



