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Table 1  Crystal data and structure refinement for 430K

	Identification code
	430K

	Empirical formula
	C24H30N6FeCl4O16

	Formula weight
	657.29

	Temperature
	273(2)

	Crystal system
	Orthorhombic

	Space group
	P b c a

	a/Å, b/Å, c/Å
	13.9289(8),
14.4048(8),
28.5379(15)

	α/°, β/°, γ/°, 
	90.00,
90.00,
90.00

	Volume/Å3
	5725.9(5)

	Z
	8

	ρcalcmg/mm3
	1.525

	m/mm‑1
	0.771

	F(000)
	2720

	Crystal size
	0.28 × 0.21 × 0.19

	Theta range for data collection
	2.04 to 24.09°

	Index ranges
	-16 ≤ h ≤ 16, -15 ≤ k ≤ 15, -31 ≤ l ≤ 31

	Reflections collected
	36908

	Independent reflections
	4113[R(int) = 0.0561]

	Data/restrains/parameters
	4113/4.8107P/438

	Goodness-of-fit on F2
	1.037

	Final R indexes [I>2σ (I)]
	R1 = 0.0469, wR2 = 0.1156

	Final R indexes [all data]
	R1 = 0.0711, wR2 = 0.1272

	Largest diff. peak/hole
	0.313/-0.249


 

Table 2 Atomic Coordinates (Å×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 430K. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Fe1
	5268.2(4)
	2130(4)
	6022.97(19)
	56.9(2)

	Cl2
	5806(13)
	1145(13)
	7899(7)
	87.5(10)

	O5
	6130(2)
	630(2)
	7538(9)
	188(8)

	N5
	5457(3)
	3346(2)
	6490.3(12)
	66.6(10)

	N4
	4062(2)
	1875(2)
	6474.2(11)
	63.5(9)

	N1
	4802(3)
	771(3)
	5759.1(13)
	74.9(10)

	N3
	6062(2)
	2515(3)
	5412(13)
	71.3(10)

	N6
	4297(2)
	3122(2)
	5688.8(12)
	61.6(9)

	N2
	6398(3)
	1616(3)
	6460.3(13)
	82.7(11)

	O7
	6260(2)
	950(19)
	8304(7)
	130(7)

	C7
	6896(4)
	2446(5)
	6615.2(16)
	82.6(14)

	C13
	5429(3)
	2870(3)
	5059.1(15)
	64.1(11)

	C5
	3510(4)
	365(4)
	6862(18)
	92.7(16)

	C12
	6432(4)
	3304(4)
	6644.8(15)
	77.9(14)

	C22
	4372(4)
	4080(3)
	5916.2(17)
	80.6(14)

	C23
	3362(3)
	2676(4)
	5770.1(17)
	79.1(14)

	C24
	3231(3)
	2375(4)
	6272.8(18)
	83.5(14)

	C6
	3953(3)
	840(3)
	6494.6(16)
	68.6(12)

	C2
	4312(4)
	-700(4)
	6157(2)
	97.3(17)

	C11
	6873(5)
	4127(5)
	6806.1(19)
	116(2)

	C3
	3884(5)
	-1145(5)
	6523(3)
	114(2)

	C19
	4350(4)
	2286(4)
	6933.3(15)
	81.2(14)

	C20
	4779(4)
	3267(4)
	6889.6(16)
	84(14)

	C4
	3487(5)
	-625(5)
	6872(2)
	109(2)

	C8
	7830(4)
	2393(6)
	6733(19)
	115(2)

	C16
	4183(5)
	3512(4)
	4393(2)
	104(18)

	C1
	4340(3)
	288(3)
	6140.3(16)
	71(12)

	O6
	4862(12)
	960(2)
	7944(7)
	141(7)

	C18
	4547(3)
	3163(3)
	5191.9(15)
	63.7(11)

	O8
	5980(2)
	2044(13)
	7795(8)
	161(6)

	C17
	3929(4)
	3484(4)
	4859.6(18)
	88.3(15)

	C15
	5051(6)
	3224(4)
	4264(2)
	104.7(19)

	C10
	7814(7)
	4067(8)
	6921(3)
	149(4)

	C14
	5674(4)
	2909(4)
	4591.3(18)
	86.7(15)

	C21
	5268(4)
	4195(3)
	6184(17)
	78.3(13)

	C9
	8274(6)
	3217(9)
	6885(3)
	154(4)

	Cl1
	6929(14)
	-323(10)
	5274(4)
	98.3(8)

	O4
	7081(9)
	166(9)
	5695(4)
	148(3)

	O2
	6179(19)
	-942(19)
	5229(17)
	169(4)

	O1
	6759(7)
	448(8)
	4966(4)
	154(3)

	O3
	7764(8)
	-755(8)
	5143(5)
	173(4)

	O3A
	7540(10)
	-927(10)
	5578(5)
	196(5)

	Cl1A
	7001(15)
	-398(11)
	5277(5)
	98.3(8)

	O1A
	7325(9)
	-393(10)
	4812(4)
	164(3)

	O2A
	6070(2)
	-750(2)
	5263(18)
	169(4)

	O4A
	6881(10)
	527(9)
	5455(5)
	148(3)

	O8A
	6516(12)
	1798(12)
	7695(5)
	187(5)


	Cl2A
	5896(8)
	1089(8)
	7860(4)
	87.5(10)

	O7A
	6324(14)
	537(14)
	8209(6)
	153(7)

	O5A
	5681(13)
	524(13)
	7468(6)
	173(6)

	O6A
	5057(11)
	1554(13)
	8015(4)
	146(5)


Table 3 Anisotropic Displacement Parameters (Å2×103) for 430K. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Fe1
	53.1(4)
	61.9(4)
	55.8(4)
	-1.2(3)
	-0.5(3)
	-1.4(3)

	Cl2
	103(2)
	90.8(15)
	68.4(19)
	3.5(13)
	13.1(15)
	14.5(15)

	O5
	168(18)
	254(15)
	141(12)
	-129(11)
	-21(12)
	78(15)

	N5
	75(2)
	66(2)
	59(2)
	-6.1(18)
	-1.1(18)
	-6(19)

	N4
	58(2)
	73(3)
	60(2)
	-2.8(18)
	6.8(16)
	2.6(18)

	N1
	70(2)
	78(3)
	76(2)
	-10(2)
	11(2)
	-4(2)

	N3
	57(2)
	72(2)
	85(3)
	3(2)
	4(19)
	-0.7(19)

	N6
	56(2)
	66(2)
	63(2)
	-0.1(17)
	-1.5(17)
	6.2(17)

	N2
	77(3)
	96(3)
	75(3)
	-1(2)
	-3(2)
	14(2)

	O7
	93(8)
	230(2)
	69(7)
	20(11)
	-10(6)
	25(13)

	C7
	69(3)
	120(5)
	58(3)
	5(3)
	-5(2)
	-10(3)

	C13
	67(3)
	65(3)
	61(3)
	3(2)
	4(2)
	-4(2)

	C5
	82(3)
	113(5)
	84(4)
	9(3)
	11(3)
	-17(3)

	C12
	82(3)
	101(4)
	51(3)
	-2(3)
	-6(2)
	-26(3)

	C22
	92(4)
	69(3)
	81(3)
	-3(3)
	4(3)
	19(3)

	C23
	50(2)
	102(4)
	85(3)
	8(3)
	-2(2)
	9(3)

	C24
	53(3)
	100(4)
	97(4)
	9(3)
	11(2)
	11(3)

	C6
	54(2)
	83(3)
	69(3)
	10(3)
	-2(2)
	-12(2)

	C2
	101(4)
	76(4)
	114(4)
	-4(3)
	7(3)
	-16(3)

	C11
	138(6)
	125(5)
	84(4)
	10(4)
	-27(4)
	-56(4)

	C3
	121(5)
	89(4)
	132(6)
	13(4)
	-8(4)
	-25(4)

	C19
	86(3)
	97(4)
	61(3)
	-7(3)
	16(2)
	-2(3)

	C20
	93(4)
	94(4)
	65(3)
	-16(3)
	15(3)
	0(3)

	C4
	117(5)
	112(5)
	98(4)
	35(4)
	2(4)
	-42(4)

	C8
	71(4)
	199(7)
	76(4)
	20(4)
	-9(3)
	-4(4)

	C16
	127(5)
	109(5)
	76(4)
	22(3)
	-22(4)
	-2(4)

	C1
	64(3)
	70(3)
	79(3)
	-4(3)
	0(2)
	-8(2)

	O6
	82(8)
	201(17)
	140(12)
	52(12)
	-2(7)
	-8(11)

	C18
	69(3)
	60(3)
	63(3)
	2(2)
	-4(2)
	-3(2)

	O8
	191(15)
	109(10)
	183(12)
	-2(9)
	22(12)
	-18(10)

	C17
	81(3)
	104(4)
	80(4)
	20(3)
	-14(3)
	10(3)

	C15
	153(6)
	100(4)
	61(4)
	5(3)
	6(4)
	-2(4)

	C10
	149(8)
	200(9)
	100(5)
	32(6)
	-49(5)
	-103(7)

	C14
	94(4)
	90(4)
	76(3)
	6(3)
	17(3)
	2(3)

	C21
	97(4)
	60(3)
	77(3)
	-8(2)
	5(3)
	-4(3)

	C9
	99(6)
	265(12)
	99(5)
	56(7)
	-31(4)
	-66(7)

	Cl1
	71(2)
	101(2)
	123(13)
	-28.6(12)
	-6.2(10)
	14.5(13)

	O4
	128(5)
	157(6)
	158(7)
	-58(5)
	-15(5)
	20(5)

	O2
	129(5)
	169(8)
	208(6)
	-36(8)
	5(5)
	-53(5)

	O1
	129(6)
	166(7)
	166(7)
	9(6)
	-36(5)
	33(5)

	O3
	139(6)
	202(7)
	178(9)
	-14(8)
	19(7)
	106(6)

	O3A
	169(8)
	238(9)
	182(9)
	-1(9)
	-46(8)
	120(7)

	Cl1A
	71(2)
	101(2)
	123(13)
	-28.6(12)
	-6.2(10)
	14.5(13)

	O1A
	140(7)
	209(8)
	145(7)
	-32(7)
	16(6)
	24(6)

	O2A
	129(5)
	169(8)
	208(6)
	-36(8)
	5(5)
	-53(5)

	O4A
	128(5)
	157(6)
	158(7)
	-58(5)
	-15(5)
	20(5)

	O8A
	179(12)
	171(11)
	210(10)
	86(9)
	75(9)
	-10(9)

	Cl2A
	103(2)
	90.8(15)
	68.4(19)
	3.5(13)
	13.1(15)
	14.5(15)

	O7A
	106(7)
	185(14)
	168(13)
	103(10)
	-5(9)
	11(9)

	O5A
	177(13)
	190(9)
	152(8)
	-80(7)
	-61(9)
	65(9)

	O6A
	122(8)
	194(12)
	123(6)
	-36(8)
	19(6)
	70(8)


Table 4 Bond Lengths for 430K.

	Atom
	Atom
	Length/Å
	Atom
	Atom
	Length/Å

	Fe1
	N3
	2.138(4)
	C12
	C11
	1.413(7)

	Fe1
	N2
	2.141(4)
	C22
	C21
	1.474(7)

	Fe1
	N4
	2.149(3)
	C23
	C24
	1.510(7)

	Fe1
	N6
	2.186(3)
	C6
	C1
	1.395(6)

	Fe1
	N1
	2.195(4)
	C2
	C3
	1.365(8)

	Fe1
	N5
	2.217(3)
	C2
	C1
	1.423(7)

	Cl2
	O5
	1.342(16)
	C11
	C10
	1.354(10)

	Cl2
	O7
	1.344(16)
	C3
	C4
	1.363(8)

	Cl2
	O6
	1.349(16)
	C19
	C20
	1.540(7)

	Cl2
	O8
	1.351(17)
	C8
	C9
	1.407(11)

	N5
	C12
	1.429(6)
	C16
	C15
	1.331(8)

	N5
	C20
	1.485(5)
	C16
	C17
	1.377(7)

	N5
	C21
	1.527(6)
	C18
	C17
	1.362(6)

	N4
	C24
	1.479(5)
	C15
	C14
	1.352(8)

	N4
	C19
	1.492(5)
	C10
	C9
	1.385(12)

	N4
	C6
	1.500(6)
	Cl1
	O3
	1.371(15)

	N1
	C1
	1.443(6)
	Cl1
	O2
	1.380(14)

	N3
	C13
	1.432(5)
	Cl1
	O4
	1.407(14)

	N6
	C18
	1.461(5)
	Cl1
	O1
	1.437(13)

	N6
	C23
	1.470(5)
	O3A
	Cl1A
	1.371(13)

	N6
	C22
	1.529(6)
	Cl1A
	O2A
	1.391(15)

	N2
	C7
	1.451(7)
	Cl1A
	O1A
	1.402(14)

	C7
	C8
	1.347(7)
	Cl1A
	O4A
	1.436(15)

	C7
	C12
	1.397(7)
	O8A
	Cl2A
	1.418(12)

	C13
	C18
	1.354(6)
	Cl2A
	O7A
	1.407(12)

	C13
	C14
	1.379(6)
	Cl2A
	O5A
	1.414(13)

	C5
	C6
	1.396(6)
	Cl2A
	O6A
	1.418(12)

	C5
	C4
	1.427(8)
	 
	 
	 


Table 5 Bond Angles for 430K.

	Atom
	Atom
	Atom
	Angle/˚
	Atom
	Atom
	Atom
	Angle/˚

	N3
	Fe1
	N2
	100.67(14)
	C6
	C5
	C4
	121.0(5)

	N3
	Fe1
	N4
	159.64(13)
	C7
	C12
	C11
	124.2(5)

	N2
	Fe1
	N4
	99.59(15)
	C7
	C12
	N5
	117.3(4)

	N3
	Fe1
	N6
	78.14(13)
	C11
	C12
	N5
	118.6(6)

	N2
	Fe1
	N6
	159.27(15)
	C21
	C22
	N6
	112.3(4)

	N4
	Fe1
	N6
	83.63(13)
	N6
	C23
	C24
	112.5(4)

	N3
	Fe1
	N1
	95.99(14)
	N4
	C24
	C23
	114.5(4)

	N2
	Fe1
	N1
	96.24(16)
	C1
	C6
	C5
	115.8(5)

	N4
	Fe1
	N1
	79.74(13)
	C1
	C6
	N4
	120.0(4)

	N6
	Fe1
	N1
	104.47(14)
	C5
	C6
	N4
	124.1(5)

	N3
	Fe1
	N5
	102.97(14)
	C3
	C2
	C1
	120.5(6)

	N2
	Fe1
	N5
	80.53(15)
	C10
	C11
	C12
	116.5(8)

	N4
	Fe1
	N5
	82.37(13)
	C4
	C3
	C2
	118.6(6)

	N6
	Fe1
	N5
	79.62(13)
	N4
	C19
	C20
	113.4(4)

	N1
	Fe1
	N5
	161.04(13)
	N5
	C20
	C19
	112.2(4)

	O5
	Cl2
	O7
	113.0(16)
	C3
	C4
	C5
	121.7(6)

	O5
	Cl2
	O6
	106.8(16)
	C7
	C8
	C9
	117.0(8)

	O7
	Cl2
	O6
	109.4(16)
	C15
	C16
	C17
	119.5(6)

	O5
	Cl2
	O8
	107.3(17)
	C6
	C1
	C2
	122.4(5)

	O7
	Cl2
	O8
	107.8(16)
	C6
	C1
	N1
	116.3(4)

	O6
	Cl2
	O8
	112.5(15)
	C2
	C1
	N1
	121.3(5)

	C12
	N5
	C20
	111.4(4)
	C13
	C18
	C17
	119.0(4)

	C12
	N5
	C21
	112.0(4)
	C13
	C18
	N6
	118.4(4)

	C20
	N5
	C21
	113.0(4)
	C17
	C18
	N6
	122.6(4)

	C12
	N5
	Fe1
	105.4(3)
	C18
	C17
	C16
	121.3(5)

	C20
	N5
	Fe1
	109.0(3)
	C16
	C15
	C14
	119.8(5)

	C21
	N5
	Fe1
	105.6(2)
	C11
	C10
	C9
	119.1(8)

	C24
	N4
	C19
	111.0(4)
	C15
	C14
	C13
	121.6(5)

	C24
	N4
	C6
	114.9(4)
	C22
	C21
	N5
	110.6(4)

	C19
	N4
	C6
	112.8(3)
	C10
	C9
	C8
	124.4(8)

	C24
	N4
	Fe1
	107.2(3)
	O3
	Cl1
	O2
	108.9(15)

	C19
	N4
	Fe1
	104.4(3)
	O3
	Cl1
	O4
	109.4(13)

	C6
	N4
	Fe1
	105.8(2)
	O2
	Cl1
	O4
	121(2)

	C1
	N1
	Fe1
	107.7(3)
	O3
	Cl1
	O1
	108.9(13)

	C13
	N3
	Fe1
	110.4(3)
	O2
	Cl1
	O1
	108.4(17)

	C18
	N6
	C23
	112.5(3)
	O4
	Cl1
	O1
	99.2(10)

	C18
	N6
	C22
	111.0(3)
	O3A
	Cl1A
	O2A
	109.1(19)

	C23
	N6
	C22
	112.8(4)
	O3A
	Cl1A
	O1A
	114.8(14)

	C18
	N6
	Fe1
	107.6(3)
	O2A
	Cl1A
	O1A
	106(2)

	C23
	N6
	Fe1
	101.2(3)
	O3A
	Cl1A
	O4A
	111.0(12)

	C22
	N6
	Fe1
	111.3(3)
	O2A
	Cl1A
	O4A
	103.7(19)

	C7
	N2
	Fe1
	104.1(3)
	O1A
	Cl1A
	O4A
	111.6(14)

	C8
	C7
	C12
	118.8(6)
	O7A
	Cl2A
	O5A
	108.9(11)

	C8
	C7
	N2
	119.4(6)
	O7A
	Cl2A
	O8A
	112.5(10)

	C12
	C7
	N2
	121.8(4)
	O5A
	Cl2A
	O8A
	106.4(11)

	C18
	C13
	C14
	118.8(5)
	O7A
	Cl2A
	O6A
	113.2(11)

	C18
	C13
	N3
	118.2(4)
	O5A
	Cl2A
	O6A
	110.2(10)

	C14
	C13
	N3
	122.9(4)
	O8A
	Cl2A
	O6A
	105.4(10)


Table 8 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 430K. 

	Atom
	x
	y
	z
	U(eq)

	H1A
	4389
	845
	5519
	90

	H1B
	5311
	445
	5656
	90

	H3B
	6498
	2951
	5487
	86

	H3A
	6377
	2017
	5300
	86

	H2B
	6159
	1299
	6706
	99

	H2A
	6795
	1242
	6298
	99

	H5
	3225
	699
	7104
	111

	H22A
	4341
	4552
	5674
	97

	H22B
	3829
	4170
	6124
	97

	H23A
	3305
	2139
	5567
	95

	H23B
	2855
	3108
	5687
	95

	H24B
	3105
	2920
	6463
	100

	H24A
	2671
	1977
	6292
	100

	H2
	4586
	-1043
	5916
	117

	H11
	6534
	4681
	6832
	139

	H3
	3864
	-1790
	6535
	137

	H19B
	4819
	1882
	7080
	97

	H19A
	3792
	2311
	7136
	97

	H20A
	4262
	3712
	6848
	101

	H20B
	5112
	3422
	7178
	101

	H4
	3194
	-923
	7124
	131

	H8
	8167
	1837
	6714
	138

	H16
	3750
	3729
	4171
	125

	H17
	3323
	3689
	4949
	106

	H15
	5230
	3241
	3950
	126

	H10
	8147
	4589
	7023
	179

	H14
	6281
	2714
	4498
	104

	H21B
	5221
	4743
	6380
	94

	H21A
	5800
	4282
	5969
	94

	H9
	8919
	3189
	6968
	185


[Chemical Communications Format] 

Experimental 

Single crystals of C24H30N6FeCl4O16 cellspacing="1" [430K] were recrystallised from [solvents] mounted in inert oil and transferred to the cold gas stream of the diffractometer. 

Crystal structure determination of [430K] 

Crystal Data. C24 H30 Cl2 Fe N6 O8, M =657.29, Orthorhombic, a = 13.9289(8), b = 14.4048(8), c = 28.5379(15), α = 90.00, β = 90.00, γ = 90.00, U = 5725.9(5) Å3, T = 273(2), space group P b c a (no. 61), Z = 8, μ(Mo-Kα) = 0.771, 36908 reflections measured, 4113 unique (Rint = 0.0561) which were used in all calculations. The final wR(F2) was 0.1272 (all data). 
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