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Table 1 GCxGC-MS measurement condition
GCxGC MS
Col Tst: BPX5, 30 mx 0.25 mm, 0.25 pym, lon Source El standard ion source / Cl ion source
omn 2nd: Rxi17-SilMS, 3.4 mx 0.15 mm, 0.15 pm o El+: 70 eV, 300 A
Inlet 250 °C, Split 10:1 lonization Cl+: 200 eV, 300 pA, Reagent Gas: isobutane
Oven 80 °C (2 min) — 5 °C/min — 325 °C (9 min) ||Acq. Speed El: 50 Hz, CI: 25 Hz
Carrier flow He, 1.5 mL/min (Constant Flow) m/z Range El: m/z 33 - 800, Cl: m/z 100 - 800
Modulation period 6 sec
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Figure 1 GCxGC TICC of metabolites in NIST SRM 1950

Table 2 Water-soluble metabolites listed in the NIST SRM 1950 COA and detected in this measurement

Derivatized Compound Original - Derivatized Compound Original -
# Certified Cat
SeiecRateEey I Compound S

1 Alanine_2TMS Alanine Certified Values 14 Tyrosine_2TMS Tyrosine Certified Values

2 Glycine_3TMS Glycine Certified Values 15 Tyrosine_3TMS Tyrosine Certified Values

3 Isoleucine_1TMS Isoleucine Certified Values 16 Valine_TMS Valine Certified Values

4 Isoleucine_2TMS Isoleucine Certified Values 17 Valine_2TMS Valine Certified Values

5 Leucine_1TMS Leucine Certified Values 18 Glucose_ MOX_5TMS_PK1 Glucose Certified Values

6 Leucine_2TMS Leucine Certified Values 19 Glucose_MOX_5TMS_PK2 Glucose Certified Values

7 Lysine_3TMS Lysine Certified Values 20 Urea_2TMS Urea Certified Values

8 Lysine 4TMS Lysine Certified Values 21 Uric acid_4TMS Uric Acid Certified Values

9 Methionine 2TMS Methionine Certified Values 22 Phenylalanine_TMS Phenylalanine Non-Certified Values
10 Proline_1TMS Proline Certified Values 23 Phenylalanine_2TMS Phenylalanine Non-Certified Values
11 Proline_2TMS Proline Certified Values 24 Threonine_2TMS Threonine Non-Certified Values
12 Serine_2TMS Serine Certified Values 25 Threonine_3TMS Threonine Non-Certified Values
13 Serine_3TMS Serine Certified Values
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Figure 2 TICC and mass spectra of Leucine (2TMS) and Phosphoric acid (3TMS)
A: One dimensional GC-MS result, B: GCxGC-MS result.
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Figure 3 Mass spectra of unknown compound
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Figure 4 Al structure analysis result of unknown compound
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1)  A.kubo et al, Mass Spectrom., 2023, 12, A0120.
2) M. Ubukata et al, Rapid Commun Mass Spectrom., 2020, 34, e8820.
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