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Figure S1: TEM images of Augge (@) AU oy (b) and Co(e) (c) NCS. Insets corresponding HRTEM
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Figure S2. Aupy (red), Augnge (blue) and Co(e) (grey) nanoparticle size distributions (a) and their
corresponding TEM pictures (b).

Figure S3. Elemental maps corresponding to L., of Au(green) and K,; of Co (¢) NCs (red). (a) Self-
assembly of Augnge and Co(e) NCs. Note the phase separation of Augnge and Co supracrystals with

well defined Au shape supracrystals. (b) Self-assembly of Aup,y and Co(g) NCs. Note that Aupy
and Co(g) NCs form smaller grains superlattices.
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Figure S4. Various vicinal surfaces of Augi,ge Supracrystals in presence of CO(s).

(a) (b)

g 10000
P I3
- £ 1000 +
c 8 £ z
ot ™ 5 z
=
3 100 4
e |
10 4
‘ s 10000 4
5 8
25
- b 1000
- g 2
E 23 = ;
£ 15 = z
> E 7
; | £ 100
=] =
05 ™ -
6 Lo R )
2150 050 05 10
q, (nm)
= 10000 3
8
3 &
- 1000 4
E 2 2 >
g o g =
E 15 2 5 g ]
= g2 £ 0
1 |
05
10
2151 -050 05
q, (nm)
100004
)
g 1000 4
& & g
E z 210
E s 2 z
= ] A
10 4
4 TIrT y
252 -15-1 050 05 0.1 I

q, (")

q(nm)
Figure S6. GISAXS patterns (a) and their corresponding radially integrated intensity profiles (b) of the

initial colloidal solution drop for Ausingie/ CO(€), AU/ CO(g), Alsingie aNd Al , from the top to
bottom.
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Figure S7. Evolution of GIWAXS patterns of Augi,ge NCs at 20s (a), 50s (b), 100s (c) and 140s (d).
Evolution of corresponding WAXS profiles (e).

(b)

q, (nm")

\

q, (nm)

(© (@

36.7min

q, (nm™')

( A
pfo e
-2 -1 0

-3 2 }
. (nm™) q, (nm1)

Figure S8 GISAXS patterns after final evaporation of Augingie (8), AUpory (0), AUsinge/ Co(g) () and Aupgy/
Co(g) (d).
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Table S1. Au SC parameters differing by their nanocrystallinity, single domain (Ausiyge) and polycrystals
(Augory), deduced from GISAXS patterns in the various experimental conditions. Let admit an

error of 0.1nm no influence of Co(g) NCs.

Sample Dsaxs OSAXS Drem OTEM
AUsingle 5.54 0.40 5.4 0.4
Alpoly 5.56 0.40 5.6 0.4
AUsingle + CO 5.84 0.44
Alpoyy + CO 5.30 0.54

Table S2. NC diameter determined by SAXS (Dsaxs) and TEM (D+gwm) with their corresponding standard

deviation (o).




