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Table 1  Crystal data and structure refinement for 335 K

	Identification code
	335 K

	Empirical formula
	C24H30N6FeCl3O12

	Formula weight
	657.29

	Temperature
	335(2)

	Crystal system
	Orthorhombic

	Space group
	P b c a

	a/Å, b/Å, c/Å
	13.8038(6),
14.3186(6),
28.3175(6)

	α/°, β/°, γ/°, 
	90.00,
90.00,
90.00

	Volume/Å3
	5597.0(4)

	Z
	8

	ρcalcmg/mm3
	1.560

	m/mm‑1
	0.789

	F(000)
	2720

	Crystal size
	0.28 × 0.21 × 0.19

	Theta range for data collection
	1.44 to 25.02°

	Index ranges
	-16 ≤ h ≤ 16, -16 ≤ k ≤ 16, -33 ≤ l ≤ 33

	Reflections collected
	53676

	Independent reflections
	4822[R(int) = 0.0680]

	Data/restrains/parameters
	4822/7.4335P/398

	Goodness-of-fit on F2
	1.025

	Final R indexes [I>2σ (I)]
	R1 = 0.0480, wR2 = 0.1149

	Final R indexes [all data]
	R1 = 0.0730, wR2 = 0.1292

	Largest diff. peak/hole
	0.496/-0.378


 

Table 2 Atomic Coordinates (Å×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 335 K. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Fe1
	5212(4)
	2160.1(4)
	6032.7(18)
	42.08(17)

	Cl2
	5856(9)
	1136.1(8)
	7869.4(4)
	62.3(3)

	O5
	5790(4)
	539(3)
	7480.6(16)
	136.4(18)

	N5
	5406(2)
	3373(2)
	6488.3(10)
	46.4(8)

	N4
	4033(2)
	1883(2)
	6483.4(10)
	43.8(7)

	N1
	4780(2)
	813(3)
	5753.7(12)
	56.6(9)

	N3
	6029(2)
	2544(2)
	5436(12)
	54.9(9)

	N6
	4241(2)
	3115(2)
	5694(10)
	41.6(7)

	N2
	6329(3)
	1628(3)
	6460.7(12)
	65.3(10)

	O7
	6317(3)
	704(3)
	8254.5(14)
	109.8(15)

	C7
	6845(3)
	2462(4)
	6615.9(14)
	60.7(12)

	C13
	5406(3)
	2885(3)
	5071.3(14)
	45.9(9)

	C5
	3515(3)
	342(3)
	6875(15)
	61.3(11)

	C12
	6382(3)
	3336(3)
	6642.5(13)
	56.5(11)

	C22
	4297(3)
	4094(3)
	5919(14)
	52.4(10)

	C23
	3305(3)
	2663(3)
	5772.8(14)
	51.9(10)

	C24
	3181(3)
	2369(3)
	6284.1(15)
	56.5(11)

	C6
	3944(3)
	832(3)
	6500(13)
	46.1(9)

	C2
	4313(3)
	-702(3)
	6149.1(18)
	70.4(13)

	C11
	6833(4)
	4159(4)
	6802.5(17)
	84.7(17)

	C3
	3912(4)
	-1175(4)
	6519(2)
	79(15)

	C19
	4311(3)
	2304(3)
	6947.9(13)
	54(11)

	C20
	4726(3)
	3311(3)
	6893.8(14)
	55.6(11)

	C4
	3510(4)
	-655(4)
	6879.7(18)
	75.3(14)

	C8
	7782(4)
	2409(5)
	6730.4(17)
	89.6(18)

	C16
	4154(4)
	3495(4)
	4388.6(17)
	75.5(14)

	C1
	4330(3)
	298(3)
	6135.6(14)
	49.8(10)

	O6
	4966(3)
	1405(5)
	8012.2(15)
	154(2)

	C18
	4503(3)
	3153(3)
	5195.6(13)
	43.5(9)

	O8
	6344(5)
	1942(4)
	7719.5(19)
	172(3)

	C17
	3887(3)
	3465(3)
	4851.6(15)
	62.8(12)

	C15
	5042(5)
	3229(4)
	4264.4(16)
	76.4(15)

	C10
	7787(5)
	4082(6)
	6917(2)
	110(3)

	C14
	5665(4)
	2932(3)
	4600.6(16)
	66.8(12)

	C21
	5204(3)
	4231(3)
	6178.5(14)
	53(10)

	C9
	8251(5)
	3218(7)
	6878(2)
	119(3)

	Cl1
	6941(14)
	-291(11)
	5269(5)
	69.5(7)

	O4
	7067(9)
	195(9)
	5698(4)
	101(2)

	O2
	6209(18)
	-945(19)
	5217(13)
	109(3)

	O1
	6766(7)
	480(7)
	4958(4)
	112(3)

	O3
	7796(8)
	-721(8)
	5153(5)
	127(3)

	O3A
	7558(7)
	-922(7)
	5580(4)
	156(4)

	Cl1A
	6974(10)
	-386(8)
	5294(4)
	69.5(7)

	O1A
	7309(7)
	-351(7)
	4822(3)
	128(3)

	O2A
	6040(13)
	-788(14)
	5296(9)
	109(3)

	O4A
	6860(7)
	555(6)
	5485(4)
	101(2)


Table 3 Anisotropic Displacement Parameters (Å2×103) for 335 K. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Fe1
	40.8(3)
	47(3)
	38.5(3)
	1.5(2)
	-3.8(2)
	-5.5(2)

	Cl2
	75.4(8)
	64.3(7)
	47.2(6)
	5.7(5)
	6.2(5)
	9.7(6)

	O5
	174(5)
	130(4)
	105(3)
	-52(3)
	-7(3)
	53(3)

	N5
	47(19)
	49.5(19)
	42.7(18)
	-5.2(15)
	0.5(14)
	-4.6(15)

	N4
	36.6(16)
	52(2)
	43.3(17)
	-1.5(14)
	4.8(13)
	3.2(14)

	N1
	47(19)
	72(2)
	50.4(19)
	-8.1(17)
	7.8(16)
	-2.5(18)

	N3
	36.2(17)
	52(2)
	76(2)
	1.9(18)
	-1.1(17)
	1.1(16)

	N6
	37.1(16)
	45(19)
	42.5(17)
	-0.3(14)
	-0.1(13)
	3(13)

	N2
	74(3)
	70(3)
	51(2)
	-0.4(19)
	3.6(18)
	15(2)

	O7
	68(2)
	167(4)
	95(3)
	61(3)
	-11(2)
	-2(2)

	C7
	50(2)
	91(4)
	41(2)
	8(2)
	-0.7(19)
	1(2)

	C13
	46(2)
	40(2)
	51(2)
	-0.7(18)
	5(17)
	-2(17)

	C5
	55(3)
	73(3)
	56(3)
	6(2)
	8(2)
	-10(2)

	C12
	56(3)
	77(3)
	37(2)
	3(2)
	-3.3(19)
	-18(2)

	C22
	61(3)
	42(2)
	54(2)
	0.1(18)
	2(2)
	13.3(19)

	C23
	35(2)
	64(3)
	57(2)
	5(2)
	-0.5(18)
	6.2(19)

	C24
	35(2)
	67(3)
	68(3)
	4(2)
	8.4(19)
	5.9(19)

	C6
	35.1(19)
	54(2)
	49(2)
	3.9(19)
	-1.7(17)
	-6.8(18)

	C2
	67(3)
	58(3)
	85(3)
	-10(3)
	8(3)
	-10(2)

	C11
	97(4)
	96(4)
	62(3)
	8(3)
	-24(3)
	-39(3)

	C3
	81(4)
	59(3)
	97(4)
	4(3)
	-3(3)
	-12(3)

	C19
	56(2)
	68(3)
	39(2)
	-1.9(19)
	8.6(18)
	3(2)

	C20
	60(3)
	61(3)
	46(2)
	-13(2)
	9(2)
	-1(2)

	C4
	76(3)
	76(4)
	74(3)
	23(3)
	-2(3)
	-26(3)

	C8
	53(3)
	158(6)
	58(3)
	23(3)
	-6(2)
	10(4)

	C16
	91(4)
	84(4)
	52(3)
	11(3)
	-12(3)
	3(3)

	C1
	43(2)
	52(2)
	54(2)
	-3(2)
	-1.8(18)
	-5.2(19)

	O6
	108(3)
	274(7)
	82(3)
	10(4)
	14(2)
	104(4)

	C18
	46(2)
	41(2)
	44(2)
	0.2(17)
	-3.9(17)
	-2.3(17)

	O8
	260(8)
	121(4)
	135(4)
	47(3)
	7(5)
	-64(5)

	C17
	58(3)
	76(3)
	54(3)
	11(2)
	-11(2)
	4(2)

	C15
	118(5)
	70(3)
	41(3)
	3(2)
	10(3)
	-3(3)

	C10
	99(5)
	158(7)
	73(4)
	31(4)
	-34(4)
	-74(5)

	C14
	74(3)
	64(3)
	63(3)
	-2(2)
	23(3)
	0(2)

	C21
	65(3)
	43(2)
	51(2)
	-5.7(18)
	7(2)
	-4(2)

	C9
	67(4)
	218(9)
	73(4)
	53(5)
	-18(3)
	-35(5)

	Cl1
	51.1(10)
	75(2)
	82.6(12)
	-21.4(11)
	-5.1(8)
	11.8(12)

	O4
	85(4)
	91(5)
	128(6)
	-33(4)
	8(4)
	13(4)

	O2
	83(6)
	117(6)
	129(8)
	-31(5)
	7(5)
	-31(5)

	O1
	93(5)
	111(6)
	131(6)
	21(5)
	-28(5)
	15(5)

	O3
	93(6)
	147(7)
	142(8)
	-13(7)
	23(6)
	71(5)

	O3A
	130(6)
	178(7)
	160(8)
	-9(7)
	-44(6)
	90(6)

	Cl1A
	51.1(10)
	75(2)
	82.6(12)
	-21.4(11)
	-5.1(8)
	11.8(12)

	O1A
	114(5)
	162(6)
	107(5)
	-33(5)
	20(4)
	-11(5)

	O2A
	83(6)
	117(6)
	129(8)
	-31(5)
	7(5)
	-31(5)

	O4A
	85(4)
	91(5)
	128(6)
	-33(4)
	8(4)
	13(4)


Table 4 Bond Lengths for 335 K.

	Atom
	Atom
	Length/Å
	Atom
	Atom
	Length/Å

	Fe1
	N3
	2.104(3)
	C5
	C6
	1.404(5)

	Fe1
	N2
	2.104(4)
	C5
	C4
	1.428(7)

	Fe1
	N4
	2.106(3)
	C12
	C11
	1.407(6)

	Fe1
	N6
	2.141(3)
	C22
	C21
	1.465(6)

	Fe1
	N1
	2.168(4)
	C23
	C24
	1.518(6)

	Fe1
	N5
	2.180(3)
	C6
	C1
	1.390(5)

	Cl2
	O6
	1.349(4)
	C2
	C3
	1.365(7)

	Cl2
	O5
	1.396(4)
	C2
	C1
	1.432(6)

	Cl2
	O8
	1.402(5)
	C11
	C10
	1.361(9)

	Cl2
	O7
	1.406(4)
	C3
	C4
	1.380(7)

	N5
	C12
	1.418(5)
	C19
	C20
	1.558(6)

	N5
	C20
	1.486(5)
	C8
	C9
	1.391(10)

	N5
	C21
	1.534(5)
	C16
	C15
	1.330(7)

	N4
	C24
	1.479(5)
	C16
	C17
	1.363(6)

	N4
	C19
	1.497(5)
	C18
	C17
	1.368(5)

	N4
	C6
	1.510(5)
	C15
	C14
	1.352(7)

	N1
	C1
	1.449(5)
	C10
	C9
	1.398(10)

	N3
	C13
	1.430(5)
	Cl1
	O3
	1.371(15)

	N6
	C18
	1.458(5)
	Cl1
	O2
	1.386(15)

	N6
	C23
	1.462(5)
	Cl1
	O4
	1.411(14)

	N6
	C22
	1.542(5)
	Cl1
	O1
	1.433(14)

	N2
	C7
	1.458(6)
	O3A
	Cl1A
	1.378(11)

	C7
	C8
	1.336(6)
	Cl1A
	O2A
	1.413(11)

	C7
	C12
	1.407(6)
	Cl1A
	O1A
	1.414(12)

	C13
	C18
	1.351(5)
	Cl1A
	O4A
	1.460(11)

	C13
	C14
	1.382(6)
	 
	 
	 


Table 5 Bond Angles for 335 K.

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

	N3
	Fe1
	N2
	99.47(14)
	C18
	C13
	C14
	118.5(4)

	N3
	Fe1
	N4
	161.78(12)
	C18
	C13
	N3
	117.6(3)

	N2
	Fe1
	N4
	98.57(13)
	C14
	C13
	N3
	123.9(4)

	N3
	Fe1
	N6
	78.98(12)
	C6
	C5
	C4
	120.6(4)

	N2
	Fe1
	N6
	161.43(14)
	C7
	C12
	C11
	124.2(4)

	N4
	Fe1
	N6
	84.74(11)
	C7
	C12
	N5
	116.6(4)

	N3
	Fe1
	N1
	94.98(13)
	C11
	C12
	N5
	119.2(5)

	N2
	Fe1
	N1
	95.12(14)
	C21
	C22
	N6
	111.8(3)

	N4
	Fe1
	N1
	80.83(12)
	N6
	C23
	C24
	111.6(3)

	N6
	Fe1
	N1
	103.46(13)
	N4
	C24
	C23
	113.9(3)

	N3
	Fe1
	N5
	101.63(13)
	C1
	C6
	C5
	116.6(4)

	N2
	Fe1
	N5
	81.84(13)
	C1
	C6
	N4
	119.6(3)

	N4
	Fe1
	N5
	83.47(12)
	C5
	C6
	N4
	123.7(4)

	N6
	Fe1
	N5
	80.38(12)
	C3
	C2
	C1
	121.5(5)

	N1
	Fe1
	N5
	163.38(12)
	C10
	C11
	C12
	115.9(6)

	O6
	Cl2
	O5
	110.6(4)
	C2
	C3
	C4
	117.6(5)

	O6
	Cl2
	O8
	107.0(4)
	N4
	C19
	C20
	112.4(3)

	O5
	Cl2
	O8
	107.2(3)
	N5
	C20
	C19
	111.4(3)

	O6
	Cl2
	O7
	107.8(3)
	C3
	C4
	C5
	122.0(5)

	O5
	Cl2
	O7
	111.8(3)
	C7
	C8
	C9
	118.4(7)

	O8
	Cl2
	O7
	112.3(3)
	C15
	C16
	C17
	119.7(5)

	C12
	N5
	C20
	111.1(3)
	C6
	C1
	C2
	121.6(4)

	C12
	N5
	C21
	112.2(3)
	C6
	C1
	N1
	116.0(4)

	C20
	N5
	C21
	112.1(3)
	C2
	C1
	N1
	122.4(4)

	C12
	N5
	Fe1
	105.6(3)
	C13
	C18
	C17
	118.7(4)

	C20
	N5
	Fe1
	109.4(2)
	C13
	C18
	N6
	118.1(3)

	C21
	N5
	Fe1
	106.1(2)
	C17
	C18
	N6
	123.2(4)

	C24
	N4
	C19
	110.4(3)
	C16
	C17
	C18
	121.8(5)

	C24
	N4
	C6
	114.6(3)
	C16
	C15
	C14
	119.3(4)

	C19
	N4
	C6
	113.3(3)
	C11
	C10
	C9
	119.7(6)

	C24
	N4
	Fe1
	107.1(2)
	C15
	C14
	C13
	122.0(5)

	C19
	N4
	Fe1
	105.0(2)
	C22
	C21
	N5
	109.6(3)

	C6
	N4
	Fe1
	105.6(2)
	C8
	C9
	C10
	123.3(6)

	C1
	N1
	Fe1
	107.4(2)
	O3
	Cl1
	O2
	107.4(14)

	C13
	N3
	Fe1
	110.3(2)
	O3
	Cl1
	O4
	108.9(13)

	C18
	N6
	C23
	112.5(3)
	O2
	Cl1
	O4
	121(2)

	C18
	N6
	C22
	110.7(3)
	O3
	Cl1
	O1
	110.0(13)

	C23
	N6
	C22
	112.5(3)
	O2
	Cl1
	O1
	109.3(16)

	C18
	N6
	Fe1
	107.6(2)
	O4
	Cl1
	O1
	99.8(11)

	C23
	N6
	Fe1
	101.7(2)
	O3A
	Cl1A
	O2A
	107.7(13)

	C22
	N6
	Fe1
	111.4(2)
	O3A
	Cl1A
	O1A
	112.6(10)

	C7
	N2
	Fe1
	103.5(3)
	O2A
	Cl1A
	O1A
	108.5(12)

	C8
	C7
	C12
	118.5(5)
	O3A
	Cl1A
	O4A
	111.0(9)

	C8
	C7
	N2
	119.9(5)
	O2A
	Cl1A
	O4A
	106.0(12)

	C12
	C7
	N2
	121.6(4)
	O1A
	Cl1A
	O4A
	110.7(10)


Table 8 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 335 K. 

	Atom
	x
	y
	z
	U(eq)

	H1A
	4359
	888
	5514
	68

	H1B
	5301
	502
	5645
	68

	H3B
	6458
	2989
	5516
	66

	H3A
	6361
	2046
	5329
	66

	H2B
	6087
	1311
	6708
	78

	H2A
	6722
	1248
	6295
	78

	H5
	3232
	670
	7123
	74

	H22A
	4246
	4564
	5673
	63

	H22B
	3755
	4177
	6133
	63

	H23A
	3254
	2118
	5571
	62

	H23B
	2790
	3092
	5687
	62

	H24B
	3049
	2919
	6473
	68

	H24A
	2623
	1960
	6307
	68

	H2
	4582
	-1036
	5900
	84

	H11
	6500
	4721
	6828
	102

	H3
	3911
	-1824
	6528
	95

	H19B
	4792
	1911
	7099
	65

	H19A
	3745
	2324
	7151
	65

	H20A
	4197
	3747
	6847
	67

	H20B
	5062
	3485
	7181
	67

	H4
	3226
	-964
	7133
	90

	H8
	8113
	1844
	6712
	107

	H16
	3719
	3700
	4161
	91

	H17
	3269
	3662
	4936
	75

	H15
	5231
	3247
	3949
	92

	H10
	8129
	4602
	7021
	132

	H14
	6287
	2754
	4512
	80

	H21B
	5156
	4784
	6375
	64

	H21A
	5733
	4321
	5958
	64

	H9
	8905
	3181
	6954
	143


[Chemical Communications Format] 

Experimental 

Single crystals of C24H30N6FeCl3O12 cellspacing="1" [335 K] were recrystallised from [solvents] mounted in inert oil and transferred to the cold gas stream of the diffractometer. 

Crystal structure determination of [335 K] 

Crystal Data. C24 H30 Cl2 Fe N6 O8, M =657.29, Orthorhombic, a = 13.8038(6), b = 14.3186(6), c = 28.3175(6), α = 90.00, β = 90.00, γ = 90.00, U = 5597.0(4) Å3, T = 335(2), space group P b c a (no. 61), Z = 8, μ(Mo-Kα) = 0.789, 53676 reflections measured, 4822 unique (Rint = 0.0680) which were used in all calculations. The final wR(F2) was 0.1292 (all data). 
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