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5. CONCLUSION
The pretreatment of the oxide catalyst precursor is of
paramount importance for the speciation of the metallic
centers that governs further the speciation of the sulfide
catalysts. The formation of the AlMo6 entities, well established
with the AHM starting precursor, is also observed with the
peroxo route involving MoO3 together with the formation of
layered double hydroxide phase involving Ni and Al atoms. Our
results do not report any evidence of the formation of mixed
NiMo heteropolyanions, and both metals are not in interaction
on the oxide catalyst precursor whatever the treatment (drying/
calcination/rehydration). The calcination treatment seems
detrimental toward the Ni promoter as we clearly evidenced
that bulk and/or surface LDH phase formed at the early stage
of the preparation will be partly transformed into spinel
aluminate nickel species. However, we have shown that the
hydration conditions strongly govern the Mo and Ni speciation
after calcination. In particular, a partial regeneration of AlMo6
entities and NiAl-LDH species is obtained for the calcined
catalyst not preserved from air moisture. The dehydrated state
of catalyst before sulfidation and, at lower level, the calcination
are responsible for incomplete sulfidation of the nickel species.
Fortunately, despite an important amount of NiAl-based
species before starting the sulfidation (about 35% of LDH or
NiAl2O4-based species depending on the treatment), most of
them can be sulfided, suggesting that it deals with well-
dispersed surface nickel aluminate species.
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