	Table 3.2: Crystal Refinement Data


	
	3.2.(PF6)2
	3.3.(NTf)2
	3.5
	3.7
	3.8

	Empirical formula
	C24H34F12N6O2P2
	C14H12F6N4O4.96S2
	C21H26N6NiO3
	C24H34N6O4Pd
	C27H27N7NiO3

	Formula weight
	728.51
	493.7
	469.19
	576.97
	556.26

	Temperature/K
	293(2)
	293(2)
	173
	293(2)
	293(2)

	Crystal system
	monoclinic
	triclinic
	monoclinic
	orthorhombic
	triclinic

	Space group
	P21/c
	P–1
	P21/c
	Pbca
	P1

	a/Å
	18.3715(7)
	13.3169(7)
	14.4918(6)
	15.9713(5)
	9.0055(4)

	b/Å
	11.0853(4)
	13.4117(5)
	7.4365(3)
	17.3248(5)
	10.4796(4)

	c/Å
	15.8050(5)
	13.9026(7)
	19.0710(8)
	18.6819(6)
	13.6398(4)

	α/°
	90
	94.119(4)
	90
	90
	71.938(3)

	β/°
	96.289(3)
	118.523(5)
	90.447(4)
	90
	85.182(3)

	γ/°
	90
	111.985(4)
	90
	90
	79.864(3)

	Volume/Å3
	3199.39(19)
	1924.95(19)
	2055.20(16)
	5169.3(3)
	1204.11(8)

	Z
	4
	4
	4
	8
	2

	ρcalcg/cm3
	1.512
	1.704
	1.516
	1.483
	1.534

	μ/mm-1
	0.24
	3.406
	0.981
	0.759
	0.852

	F(000)
	1496
	999
	984
	2384
	580

	Crystal size/mm3
	0.12 × 0.2 × 0.1
	0.15 × 0.1 × 0.15
	0.2 × 0.2 × 0.02
	0.15 × 0.12 × 0.1
	0.45 × 0.12 × 0.12

	Radiation
	MoKα (λ = 0.71073)
	CuKα (λ = 1.54184)
	MoKα (λ = 0.71073)
	MoKα (λ = 0.71073)
	MoKα (λ = 0.71073)

	2Θ range for data collection/°
	5.78 to 52.742
	7.47 to 148.846
	5.622 to 52.716
	5.572 to 52.744
	5.65 to 49.426

	Index ranges
	-22 ≤ h ≤ 17
	-11 ≤ h ≤ 16
	-17 ≤ h ≤ 18
	-15 ≤ h ≤ 19
	-9 ≤ h ≤ 10

	
	-12 ≤ k ≤ 13
	-16 ≤ k ≤ 14
	-9 ≤ k ≤ 9
	-21 ≤ k ≤ 20
	-12 ≤ k ≤ 12

	
	-19 ≤ l ≤ 19
	-17 ≤ l ≤ 17
	-23 ≤ l ≤ 23
	-23 ≤ l ≤ 19
	-15 ≤ l ≤ 16

	Reflections collected
	19279
	13277
	21608
	22353
	10116

	Independent reflections
	6512 [Rint = 0.0228]
	7583 [Rint = 0.0214]
	4196 [Rint = 0.0302]
	5274 [Rint = 0.0335]
	3913 [Rint = 0.0247]

	Data/restraints/parameters
	6512/8/434
	7583/10/574
	4196/0/286
	5274/0/328
	3913/0/345

	Goodness-of-fit on F2
	1.026
	1.043
	1.049
	1.031
	1.051

	Final R indexes [I>=2σ (I)]
	R1 = 0.0410
	R1 = 0.0497
	R1 = 0.0290
	R1 = 0.0272
	R1 = 0.0354

	
	wR2 = 0.0963
	wR2 = 0.1356
	wR2 = 0.0723
	wR2 = 0.0613
	wR2 = 0.0895

	Final R indexes [all data]
	R1 = 0.0543
	R1 = 0.0532
	R1 = 0.0348
	R1 = 0.0435
	R1 = 0.0408

	
	wR2 = 0.1055
	wR2 = 0.1400
	wR2 = 0.0758
	wR2 = 0.0696
	wR2 = 0.0929

	Largest diff. peak/hole / e Å-3
	0.46/-0.35
	0.83/-0.57
	0.28/-0.27
	0.45/-0.41
	1.16/-0.32



