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Fig S1. Absorbance (left axe, bottom points) and wavelength at maximum absorbance (right axe, top points) observed for hexaniobate solutions with different
hydroxide concentrations. Equilibration time of 3h (squares), 11 days (triangles) and 35 days (crosses). T= 25 °C. [NbgO10]totai= 6.6*10> M.
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Fig S2. Nb concentrations determined by ICP-AES and found by UV titration at 247.5 nm using eNbgO19= 15,900 L/mol/cm. Samples were prepared by dissolving either
Na;HNbgO19,15H,0 or KgNbgO39,16H,0 in 0.1 M NaCl (+), 0.1 M KClI (o), NaCl/KCl at I= 0.1 M (o), TMACI/TMAOH at I= 3 M (A), KCI/KOH at I= 3 M (m), K,C,03/KOH at I=
3 M (A)and NH,CI/KOH at I=3 M (e).
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Fig S3. Nb concentrations found by UV titration and theoretical concentration for samples of Nb(HC,0,)s,nH,0 dissolved in water (o) and NbCls dissolved in HCI (A).
UV titration performed in 4 M KOH using eNbgO19= 15,900 L/mol/cm at 247.5 nm. The violet solid line, the grey dotted line, and the orange solid line correspond
respectively to y= 1.05*x, y= x and y= 0.95*x.
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Fig S4. Nb concentrations determined by ICP-AES and found by UV titration for 17 industrial samples containing Nb and Ta (Nb/Ta= 80 mol/mol). UV titration
performed in 4 M KOH using eNbgO;9= 15,900 L/mol/cm at 247.5 nm. The red dotted line corresponds to y= x.
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