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XPS of the electrocatalysts

XPS of Ni coating

To elucidate the surface electronic states of Ni and O species in Ni sample, XPS 

characterization was performed. As shown in Fig. S1, the Ni 2p3/2 region presents three peaks at 

about 851.1, 854.7, and 861.1 eV, respectively, which are associated with Ni0 , Ni2+, and Ni2+ 

shakeup satellite peaks 1. The Ni 2p1/2 region presents two peaks at about 874.1 and 881.3 eV, 

respectively, which are associated with Ni2+, and Ni2+ shakeup satellite peaks 2. For the O 1s 

region, it contains two peaks at 529.2 eV and 531 eV attributed to oxygen vacancies in NiO, 

confirming the generation of NiO by the surface oxidation and also one peaks at 532 eV attributed 

to the surface hydroxyl groups 1, 3.

Fig. S1: XPS of Ni coating 
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XPS of Ni-2Mo coating

The surface chemical compositions and valence states of the as-grown Ni-2Mo catalyst 

explored by XPS. Fig. S2 show the XPS spectrum for Ni 2p, O 1s, and Mo (3d and 3p), 

respectively. The main peak at 853.9 eV as presented in Fig. S2 is attributed to metallic Ni. 

Additionally, the peaks at 856.5 eV, 873 eV and 876 eV demonstrate the existence of Ni2+ (NiO). 

For the O 1s region, it contains two peaks at 529.7 eV and 530.5 eV attributed to oxygen vacancies 

and one peak at 531.5 eV attributed to the surface hydroxyl groups. On the other hand, it can be 

found in Fig. S2 that the peaks at 231.1 eV and 235.2 eV are related to the Mo6+ (MoO3). 

Meanwhile, the peaks at 229.9 eV and 233.4 eV are attributed to the Mo4+ (MoO2) 1-5. The Mo 3p 

core level spectra, shown in Fig S2, displays two main structures associated with the Mo 3p3/2 and 

Mo 3p1/2 levels which are split due to spin-orbit effects. In the Mo 3p3/2 region, the peak around 

397.3 eV is assigned to Mo4+, but there is also a Mo3+ contribution near 394.5 eV. In the Mo 3p1/2 

region, the peaks are near 415 and 413 eV, respectively, due to Mo4+ and Mo3+ ions 6.

Fig. S2: XPS of Ni-2Mo coating 

XPS of Ni-4Mo coating

The surface chemical compositions and valence states of the as-grown Ni-4Mo catalyst 

explored by XPS. Fig. S3 shows the XPS spectrum for Ni 2p, O 1s, and Mo (3d and 3p), 



respectively. The main peak at 854.5 eV and one satellite peak at 860.1 eV as presented in Fig. S3 

are attributed to Ni2+. Additionally, the main peak at 873.7 eV demonstrate the existence of 

Ni2+ (NiO) and also peak at 870 eV are related to metallic Ni0. For the O 1s region, it contains two 

peaks at 529 eV and 530.5 eV attributed to oxygen vacancies and also one peak at 532 eV attributed 

to the surface hydroxyl groups. On the other hand, it can be found in Fig. S3 that the peaks at 

229.3 eV are related to the metallic Mo. Meanwhile, the two peaks at 230.3 eV and 233.6 eV are 

attributed to the Mo4+ (MoO2). Moreover, the one peak corresponding to Mo6+ (MoO3) is also 

found at 232.2 eV 1-5. The Mo 3p core level spectra, shown in Fig S3, displays two main structures 

associated with the Mo 3p3/2 and Mo 3p1/2 levels which are split due to spin-orbit effects. In the 

Mo 3p3/2 region, the peak around 396.9 eV is assigned to Mo4+, but there is also a Mo3+ contribution 

near 395.6 eV. In the Mo 3p1/2 region, the peaks are near 415 and 413 eV, respectively, due to 

Mo4+ and Mo3+ ions 6.

Fig. S3: XPS of Ni-4Mo coating 
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Fig. S4: XRD of Ni-4Mo catalyst before and after stability test. 
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