Supplementary Material (ESI) for PCCP
This journal is © the Owner Societies 2011

Supporting Information

Title: Preparation, Reactivity and Controlled Release of SAMs of Calix[4,6]arenes and
Calix[6]arene-based Rotaxanes and Pseudorotaxanes Formed on Polycristalline Cu, studied by XPS
Author(s): Alice Boccia, Valeria Lanzilotto, Valeria Di Castro, Robertino Zanoni,* Arturo Arduini,
Luca Pescatori, and Andrea Secchi*

TABLE OF CONTENTS
Figure S1. *H NMR spectrum (CDCls, 300 MHz) of caliX[4]arene 4..............oeeeeeeeeci e S2
Figure S2. 'H NMR spectrum (CDCls, 300 MHz) of caliX[4]arene 5............cveeeeeieeieeeeeeci e eeei e S2
Figure S3. *H NMR spectrum (CDCls, 300 MHz).of viologen-based “axle” 13 .........ccoeeevveeveieeeeeiiinennn. S3
Figure S4. 'H NMR spectrum (CDCls, 300 MHz).of viologen-based “axle” 15 ...........ccccocveevviuieuriiaiannn, S3
Figure S5. *H NMR spectrum (CgDs, 300 MHz) 0f pseudorotaxane 6513..........ccuvrueeee e e eeeeeeie e S4
Figure S6. 2D COSY spectrum (C6D6, 300 MHz) of pseudorotaxane 6513..........ccvvvieriviiiie e ieeeie e e S4
Figure S7. 'H NMR spectrum (C¢Dg, 300 MHz) of pseudorotaxane 6515, ..........c..ceeeeeeeeeeeeeieeiieieie e S5
Figure S8. 2D COSY spectrum (C6D6, 300 MHz) of pseudorotaxane 6515..........coeviviiiiiiie i e, S5
Figure S9. S 2p and N 1s XPS spectra of Cu/6>13 before and after 1 min biasing...............ccooeveie i S6
Figure S10. S 2p and N 1s XPS spectra of Cu/6>15 before and after 1 min biasing..............cccooie v, S7
Figure S11. S 2p and N 1s XPS spectra of Cu/6>15 before and after 3 min biasing..............ccooeveviiiiiieninnnn. S8



Supplementary Material (ESI) for PCCP
This journal is © the Owner Societies 2011

B31

PPM
27803
998/
e
193¢
69449
i

— INTEGRAL

Figure S2. *H NMR spectrum (CDCls, 300 MHz) of calix[4]arene 5.



iyl u:'un‘
| =

ﬂam il

= (oo =1

ooal—— @
|

V7

4. -
——_ 459635

3.87334
— 3.85288
—~__3.83231

Supplementary Material (ESI) for PCCP

This journal is © the Owner Societies 2011

ol = |l <o r\muJJnan |~ iy
m iyl Jeo DEMONB OB Sl i =D
sl G R B{ | ST RO | | ol o
w o {f=} (M~ RCHOU S L0 071 | O )
- i = ey S[Bhoalmfufe =
- X b kl |

/I

9.199
9.178
8.861
8.841

<s!

ﬁ 7{

.....

JL

° Aﬂ:}%'_ T

!.3 90

mr

T T
80 75 TO 6.5

-

T
5.5

50 4».5 4.0

Ll

3.5

g

Z.D 10

ol

Figure S4. *H NMR spectrum (CDCls, 300 MHz) of viologen-based “axle” 15.
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Figure S5. *H NMR spectrum (CsDs, 300 MHz) of pseudorotaxane 6-13.
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Figure S6. 2D COSY spectrum (CgDg, 300 MH2z) of pseudorotaxane 6-13.
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Figure S7. *H NMR spectrum (CsDs, 300 MHz) of pseudorotaxane 6-15.
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Figure S8. 2D COSY spectrum (CgDg, 300 MHz) of pseudorotaxane 6-15.
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Figure S9. S 2p and N 1s XPS spectra of Cu/6>13 before (a) and after (b) 1 min biasing.
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Figure S10. S 2p and N 1s XPS spectra of Cu/6>15 before (a) and after (b) 1 min biasing.
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Figure S11. S 2p and N 1s XPS spectra of Cu/6-15 before (a) and after (b) 3 min biasing.



