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1H/13C NMR spectra of SCCs 2-5
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1H/13C NMR spectra of 3
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1H/13C NMR spectra of 4
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1H/13C NMR spectra of 5
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1H NMR spectra of SCCs 2-4 as a function of concentration

1H NMR spectra of 2 as a function of its concentration (S1)
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1H NMR spectra of 3 as a function of its concentration (S2)
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1H NMR spectra of 4 as a function of its concentration (S3)
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DOSY spectra of SCCs 2-4

DOSY spectrum of 2 (S5)
H;N/\\]

pd-HH; EqnIfO1TE. dpka 10 1 *\\recheschs sd inp-toulouss frisssradT-Aisgissan\les docssssts\Thiss DOC-ynchiss)aneli- SO0 0=

) l|| , |

o
)

<y .

F1 Baglmdis]]

DOSY spectrum of 3 (S6)
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DOSY spectrum of 4 (S7)
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1H NMR spectrum of triangle/square 3 in D,0 as the nitrate salts
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Diffusion coefficients of triangle/square 3 in D,0 as the nitrate salts (S13)

Thu Feb 01 17:38:52 CET 20148

SIMFIT EESULTS

Dataset : f/recherche. ad.inp=-toulouse.frfusersAT=-R/ngimeno/Mes documents/The
AREA fit : Diffusion : Variable Gradient :

I=I[0] *exp(=-D*SQR{2*PI*gamma*5i*LD)* (BD=-LDS3) *1ed)

16 points for Integral 1, Integral Region from B8.583 to B8.567 ppm

Converged after &8 iterations!

Results Comp. 1

I[o] - 1.534==002

Diff Com. = 1.717e=010 m2/=s

Gamma = 4.258=+4003 Hz/G [::]
Little Delta - 2.800m

Big Delta - 12%.500m

RES - 5.657e=007
5D - 1.BB0e=004

Point Gradient Expt Calec Difference
1 1.120e+000 1.555e=002 1.531e=002 =2.32Te=004
2 4.5%2e+000 1.531e=002 1.4%4e=002 =3.T70%e=004
3 B.0&4e+000 1.390e=002 1.415e=002 2.440e=004
4 1.154e+001 1.266e=002 1.300e=002 3.40Ta=004
5 1.501e+001 1.146e=002 1.15%e=002 1.336a=004
& 1.B48e+001 §.862e=003 1.003e=002 1.71Ta=004
T 2.195+001 8.381le=003 8.427e=003 4.6302=005%
] 2.542e+001 7.128e=-003 &.B6%=-003 =2.591e-004
a9 2.B30e+001 5.574e=003 5.434e=003 =1.401e=004

10 3.23Te+001 4.054e=003 4.172e=003 1.180a=004
11 3.584e+001 3.232e=003 3.10Be=003 =1.241le=004
12 3.931e+001 Z.l66e=003 2.247e=003 B.11le=00%
13 4.2782+001 1.6684e=003 1.577e=003 =1.075e=004
14 4.626e+001 1.042e=003 1.0T4e=003 3.154==005
15 4.973e+001 8.106e=004 T.097e=004 =1.00%e=004
16 5.320e+001 3.955e=004 4.552e=004 5.5973a=005%

le points for Integral 2, Integral Region from B.554 to B.525 ppm

Converged after 54 iterations!

Results Comg. 1

I[o] = 1.86Te=001

Diff Con. = 2.008=2=010 m2/=

Gamma =  4.258=+4003 Hz/G A
Little Delta - 2_.800m

Big Delta - 129.900m

RES - B.6752=006

(1/5)
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5D - T7.263e-004

Point Gradient Expt Cale pDifference
1 1.120e+000 1.86le=-001 1.B863e=-001 2.704e-004
2 4.5%2e+000 1.804e=001 1.B810e=001 6.546a=004
3 B.D&de+000 1.68%e=001 1.6%Be=001 9.455a=004
4 1.154e+001 1.540e=001 1.53Be=001 =1.392e=004
5 1.501e+001 1.260e=001 1.346e=001 =1.434e=003
& 1.B48e+001 1.150e=001 1.136e=001 =1.31Te=0023
T 2.1%5+001 §.36%e=002 9. 267e=002 =1.018e=003
] 2.542e+001 T7.285e=002 T.297e=002 1.173a=004
9 2.B%30e+001 5.452e=002 5.547e=002 9.535a=004
10 3.23Te+001 3.977e=002 4.072e=002 9.488a=004
11 3.584e+001 Z.81l8e=002 2.BBBe=002 6.80%a=004
12 3.%31e+001 1.93%e=002 1.375e=002 3.67Ta=004
13 4.278e+001 1.302e=002 1.305e=002 3.676e=005
14 4.626e+001 8.266e=003 8.330e=003 6. 400a=005
15 4.9%73e+001 5.065e=003 5.132e=003 B.6B3e=005
16 5.320e+001 3.06%==003 3.053e=003 =1.613e=005

le points for Integral 3, Integral Region from 7.4%7 to 7.486 ppm

Converged after &d iterations!

Results Comg. 1

(o] = 5.218e=002

Diff Com. = 1.911e=010 m2/= [:]

Gamma = 4. 25824003 Hz/G

Little Delta -

Big Delta
R3S -
sD -
Point

[ - s

(S
[l = -]
W oW W kR RO R R D &

(=
[

1.394e=0
9.333e=0
Gradient

L120e+000
.5%2e+000
.0&d4e+000
.154e+001
.501e+001
.B48e+001
.195e+001
.542e+001
.B%90e+001
L23Te+001
.584e+001
.931e+001

2_800m
129.900m
05
04
Expt
5.312e=002
5_207e=002
4_835e=002
4.176e=002
3.63ge=002
3.14le=002
2. 602e=002
2.1%3e=002
1.728e=002
1.2%ge=002
49.1%3e=003
6.424e=003

Cale
.20%e=002
.06Be=002
.TE%3e=002
L34le=002
LB22e=002
.254e=002
. 6B0e=002
.134e=002
.6d4e=002
L225e=002
.B3le=003
.156e=003

== I R R S U U O ]

(2/5)

Difference
=1.030e=003
=1_386e=003
=6_588e=004

1.650e=003

1.858==003
1.127e=003
7.778e=004
=5.381e=004
=0.363e=004
=7.08Te=004
=3 670e=004
=2 6BGe=004

12
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13 4.278e+001 4.554e-003 4.150e=-003 =4.03%e-004
14 4.626e+001 3.190e-003 2.706e=-003 =4.838e-004
15 4.973e+001 2.188e-003 1.707e=-003 =4.810e-004
16 5.320e+001 1.206e=003 1.041le=003 =1. 645e=004

le points for Integral 4, Integral Region from 7.481 to 7.461 ppm

Converged after 4% iterations!

Results Comg. 1

I[o] =  4.446e=001

Diff Con. = 1.9%6e=010 m2/=

Gamma = 4.258=+4003 Hz/G A
Little Delta - 2_800m

Big Delta - 129_900m

RES - 7.236e=005%
5D - 2.127Te=003
Foint Gradient Expt Cale Difference

1 1.120e+000 4.434e=001 4.43Be=001 3.8252=004
2 4.5%22+000 4.297e=001 4.312e=001 1.5722=003
3 B.0&4e+000 4.015e=001 4.047e=001 3.255e=003
4 1.1542+001 3.670e=001 3.66Be=001 =1_368e=004
5 1.501e+001 3. 240e=001 3.211e=001 =2_ 91 Te=003
& 1.848=+001 2.76le=001 2.714e=001 =4 _663e=003
7 2.19%52+001 2. 24%e=001 2.216e=001 =3_268e=003
] 2.5422+001 1.745e=001 1.748e=001 2_340e=004
9 2.8%0=2+001 1.311e=001 1.331e=001 1.9952=003
10 3.23Te+001 9.536e=002 9.787e=002 2.510e=003
11 3.584e+001 6.75T7e=002 6. 951e=002 1.9422=003
12 3.931e+001 4.615e=002 4.76Re=002 1.530a=003
13 4.2T8e+001 3.05%e=002 3.15%e=002 1.004e=003
14 4.626e+001 1.950e=002 2.021e=002 7.161le=004
15 4.973e+001 1.204e=002 1.24%=002 4.49%90a=004
16 5.320e+001 7.30%e=003 7.453e=003 1.443e=004

16 points for Integral 5, Integral Region from 3.010 to 2.9%916 ppm
Converged after 52 iterations!

Results Comg. 1

(o] = 4.140e=001

Diff Com. = 1.9%2e=010 m2/= £{§1
Gamma = 4.258e+003 Hz/G

Little Delta - Z.800m

Big Delta - 12%.500m

RSS - 2.550e=006

(3/5)
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5D - 3.992e~-004

Point Gradient Expt Cale pDifference
1 1.120e+000 4.12%e=-001 4.132e=-001 2.881e-004
2 4.5%2e+000 4.012e=001 4.016e=001 3.664e=004
3 B.D&de+000 3.770e=001 3.T76%=001 =4 . 665e=005
4 1.154e+001 3.423e=001 3.417e=001 =5 3B 6e=004
5 1.501e+001 2.992e=001 2.392e=001 B.430a=006
& 1.B48e+001 Z2.53%e=001 2.531le=001 =f.258e=004
T 2.1%5+001 Z.068e=001 2.067e=001 =1.27Te=004
] 2.542e+001 1.625e=001 1.631le=001 5.516a=004
9 2.B%30e+001 1.238e=001 1.243e=001 4.8B4e=004
10 3.23Te+001 5.093e=002 9. 146e=002 5.332a=004
11 3.584e+001 6.534e=002 &.502e=002 =3.260e=004
12 3.%31e+001 4.492e=002 4. 464e=002 =2 T750e=004
13 4.278e+001 Z.5940e=002 2. 360e=002 1.588a=004
14 4.626e+001 1.525e=002 1.B8%6e=002 =2 925e=004
15 4.9%73e+001 1.213e=002 1.173e=002 =4 02Z2e=004
16 5.320e+001 6.997e=003 7.00%=003 1.113e=005

le points for Integral 6, Integral Region from 2.634 to 2.594 ppm

Converged after 47 iterations!

Results Comg. 1

(o] = 1.001e+000

Diff Com. = 2.020e=010 m2/=

Gamma = 4. 25824003 Hz/G ziﬁx

Little Delta -

Big Delta
R3S -
sD -
Point

[ - s

(S
[l = -]
W oW W kR RO R R D &

(=
[

4.965e=0
1.762e=0
Gradient

L120e+000
.5%2e+000
.0&d4e+000
.154e+001
.501e+001
.B48e+001
.195e+001
.542e+001
.B%90e+001
L23Te+001
.584e+001
.931e+001

2_800m
129.900m
05
03
Expt
1.000e+000
9.703e=001
9.077e=001
8.23ge=001
T.21%==001
6.120e=001
4.975e=001
3. 8Bge=001
2_.935e=001
2.135e=001
1.523e=001
1.044e=001

Cale
. 385e=001
.T0%e=001
.105e=001
.243e=001
.204e=001
.0T7Be=001
.351e=001
.B83e=001
. 355e=001
.165e=001
.532e=001
.046e=001

b ek RS ORS LO ds Ty =] DD WD D D

(475)

Difference
=5_332e=004
6.461e=004
2_.832e=003
6.6362=004
=1.45Z2e=003
=4.1%0e=003
=2.430e=003
6.5%82=004
2.016e=003
2.973e=003
B.856e=004
2.320e=004

14



Thu Feb 01 17:38:52 CET 2018

13 4.278e+001 6.931e-002 &.B896e=-002 =3.55%e-004
14 4.626e+001 4.422e=-002 4.38%=-002 =3.338e-004
15 4.973e+001 2.736e=-002 2.6%6e=-002 =3.974e-004
16 5.320e+001 1.658e=002 1.5%%e=002 =5.875e=004

le points for Integral 7, Integral Region from 2.594 to 2.581 ppm

Converged after 57 iterations!

Results Comg. 1

(o] - G .46Be=002

Diff Com. = 1.8%8e=010 m2/=

Gamma = 4.258=+4003 Hz/G [:]
Little Delta - Z.800m

Big Delta - 12%.500m

RES - 1.521e=00%
5D - 9. T49e=004
Foint Gradient Expt Cale Difference

1 1.120e+000 9. 355e=002 9. 451e=002 9.626a=004
2 4.5%22+000 4. 006e=002 9. 198e=002 1.917a=003
3 B.0&4e+000 §.754e=002 8.65%=002 =3.468e=004
4 1.1542+001 8.107e=002 7.886e=002 =2 _208e=003
5 1.501e+001 7.10%e=002 6. 94%2=002 =1_5%%e=003
& 1.848=+001 5.8%3e=002 5.923e=002 3.06Ta=004
7 2.19%52+001 4.806e=002 4.8852=002 7.83Te=004
] 2.5422+001 3.803e=002 3.897e=002 9.416e=004
9 2.8%0=2+001 2. 945e=002 3.00Be=002 6.2882=004
10 3.23Te+001 2.270e=002 2.246e=002 =2_414e=004
11 3.584e+001 1.63%e=002 1.622e=002 =1_656e=004
12 3.931e+001 1.172e=002 1.134e=002 =3_803e=004
13 4.2T8e+001 T7.690e=003 T.666e=003 =2.3680e=005
14 4.626e+001 4.802e=003 5.014e=003 2.124e=004
15 4.973e+001 3.278e=003 3.173e=003 =1_050e=004
16 5.320e+001 1.908e=003 1.942e=003 3.451==005
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CSI spectra of SCCs 2-4

CSI mass spectrum of 2 (S9)
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CSI mass spectrum of 3 (S10)

inlens. A_3 3-8 min 8185232
w108 Py 2+
1 — 838.1169 .
104  s777%en *| A ek ey P
] ® M
oo
0.8+ k"}
0.6
r H
w
0 AN )
| 1300.4788 K
0.2 )
1 I;‘ 14811881
o0 L b ki ll; i.l.. ke i A . "1. N T— . . ll
600 80D 1000 1200 1400 1600 1800 2000miz
intens. | MG, 328 Omnin #185-232
x10° 5 s77.7568
104 )
02} ,5?63;555{} 3+
1 1,576,
064 4,576.4236 STRIET 2
0.4 145760803 5794243 .
0z £75.7560 I 2800212
] L |
e 3+ CraHuFralPyPd,, 577.0850
) 577.75653+
0.8 3 578.0804
] 767568 3+
087 swsﬁzs 578.7573
0.4 3+ 3+
1 3.576.0803 s7e.4243
0.2 575 7568 Sg0.0813
00 — ; ; - . l e ;
575 576 577 =78 570 SED 581 s82miz
Meas. mjz lon Formula my/z err [ppm] | mSigma | Score | Adduct | 2
577.0902 | C54H78F1BN18P3Pd3 | 577.089 0.1 17.8 100 M 3+
938.1168 | C54HTEF24MN18P4Pd3 | 938.1159 0.8 17.3 100 M 2+
inens. 4 M5, 0.4-1_1min F22-65
x104g R
259 B1E 4436 14
203 sisasze
153 8201106
1.03 sm.'.r;ssL
053
e o A .|II. l L ,]_l,.._ L L L l_.
«FeA 3 " Crafhaskachiost Ps, 8177156
203 818 4410 -
159 819.4423
3 ,317 19
1.04 38171085 azn msn
3 34816, '.I']‘!.J.
054 816. 4.419 rm 7759
o.0 i . A v A . — A . A -
B15 816 E18 a1 a2z iz
Meas. mjz lon Formula mjz err [ppm] mSigma Score Adduct H
B17.7768 | C72H104F30M24P5Pd4 | B17.7736 -2 22.4 100 M 3+
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CSI mass spectrum of 4 (S11)
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CSI mass spectrum of 5 (S12)
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ROESY spectra of SCCs 2-4 at 233K

ROESY spectrum of 2 at 233K
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ROESY spectrum of 3 at 233K
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ROESY spectrum of 4 at 233K
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ROESY spectrum of 5 at 233K
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1H VT-NMR spectra of SCCs 2-4

1H VT-NMR spectra of 2
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1H VT-NMR spectra of 4

p 28 7 : L
1 I | | el

N J\u N_

oo A |
L I

LN Ji A |
b

}Eb

3K

A

—_ S
]

g A

_ T
E] E]

T LS SR B e B B S BAs BEs NLse Seae Baae ELae . may T T AT T T T T T T T T T T T T T
51 50 B9 B8 BY B6 A5 B4 B3 B2 B1 A0 79 78 77 TE 759 58 57 56 55 54 51 52 51 39 38 37 36 35 34 13 32 30 3029 28 2F 2615

1H VT-NMR spectra of 5 (S14)
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ROESY NMR spectra of SCCs 3 and 5 at low temperatures

ROESY spectrum of 3 at 188K (516)
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ROESY spectrum of 5 at 193K (S17)
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