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Table 1  Crystal data and structure refinement for 370K

	Identification code
	370K

	Empirical formula
	C24H30N6FeCl3O12

	Formula weight
	657.29

	Temperature
	273(2)

	Crystal system
	Orthorhombic

	Space group
	P b c a

	a/Å, b/Å, c/Å
	13.8716(13),
14.3686(12),
28.430(3)

	α/°, β/°, γ/°, 
	90.00,
90.00,
90.00

	Volume/Å3
	5666.5(9)

	Z
	8

	ρcalcmg/mm3
	1.541

	m/mm‑1
	0.779

	F(000)
	2720

	Crystal size
	0.28 × 0.21 × 0.19

	Theta range for data collection
	2.05 to 25.02°

	Index ranges
	-8 ≤ h ≤ 16, -16 ≤ k ≤ 11, -33 ≤ l ≤ 15

	Reflections collected
	12081

	Independent reflections
	4825[R(int) = 0.0469]

	Data/restrains/parameters
	4825/2.4982P/398

	Goodness-of-fit on F2
	1.034

	Final R indexes [I>2σ (I)]
	R1 = 0.0557, wR2 = 0.1344

	Final R indexes [all data]
	R1 = 0.0981, wR2 = 0.1532

	Largest diff. peak/hole
	0.450/-0.274


 

Table 2 Atomic Coordinates (Å×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 370K. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Fe1
	5241.9(4)
	2140.1(5)
	6026.7(2)
	47.9(2)

	Cl2
	5855.3(11)
	1123.8(11)
	7871.7(5)
	74.6(4)

	O5
	5800(5)
	548(4)
	7484(2)
	175(3)

	N5
	5425(3)
	3357(3)
	6491.6(13)
	52.7(10)

	N4
	4044(2)
	1873(3)
	6476.7(13)
	52.2(10)

	N1
	4789(3)
	784(3)
	5755.5(14)
	62.4(11)

	N3
	6046(3)
	2527(3)
	5419.8(14)
	61.2(11)

	N6
	4265(2)
	3117(3)
	5692.2(13)
	49.1(9)

	N2
	6371(3)
	1620(3)
	6463(14)
	70.3(12)

	O7
	6305(3)
	705(4)
	8256.2(17)
	136(2)

	C7
	6869(4)
	2461(5)
	6621.1(18)
	72.3(16)

	C13
	5416(3)
	2881(3)
	5064.6(17)
	52.7(12)

	C5
	3508(4)
	344(4)
	6865.7(19)
	71.9(15)

	C12
	6398(4)
	3324(4)
	6647(16)
	64.1(14)

	C22
	4329(4)
	4089(4)
	5916.5(18)
	63.1(14)

	C23
	3333(3)
	2667(4)
	5768.4(18)
	62.8(14)

	C24
	3201(3)
	2369(4)
	6275.5(18)
	65.1(14)

	C6
	3946(3)
	831(4)
	6494.5(17)
	55.7(12)

	C2
	4317(4)
	-705(4)
	6154(2)
	78.9(16)

	C11
	6841(5)
	4149(5)
	6808(2)
	97(2)

	C3
	3895(4)
	-1172(5)
	6519(3)
	90.5(19)

	C19
	4325(4)
	2288(4)
	6942.3(16)
	65.2(14)

	C20
	4748(4)
	3285(4)
	6889.7(17)
	67.2(14)

	C4
	3490(5)
	-640(5)
	6873(2)
	89.6(19)

	C8
	7811(4)
	2411(6)
	6731(2)
	97(2)

	C16
	4168(5)
	3510(4)
	4390(2)
	86.1(18)

	C1
	4331(3)
	287(4)
	6136(17)
	57(12)

	O6
	4966(4)
	1384(6)
	8004.6(19)
	183(3)

	C18
	4522(3)
	3160(3)
	5194.2(16)
	49.8(11)

	O8
	6344(6)
	1908(5)
	7722(2)
	208(3)

	C17
	3906(4)
	3488(4)
	4854.5(19)
	73.2(15)

	C15
	5048(5)
	3227(4)
	4261(2)
	85.4(18)

	C10
	7790(6)
	4090(7)
	6922(3)
	123(3)

	C14
	5672(4)
	2926(4)
	4594.5(19)
	72.6(15)

	C21
	5233(4)
	4206(3)
	6184.3(18)
	64.4(14)

	C9
	8254(6)
	3234(9)
	6884(3)
	129(4)

	Cl1
	6935(14)
	-310(10)
	5273(4)
	80.5(7)

	O4
	7066(9)
	180(9)
	5699(4)
	117(3)

	O2
	6192(18)
	-949(18)
	5231(14)
	130(4)

	O1
	6773(7)
	446(8)
	4956(4)
	128(3)

	O3
	7788(8)
	-750(9)
	5159(5)
	141(3)

	O3A
	7549(9)
	-921(9)
	5592(5)
	166(4)

	Cl1A
	6987(13)
	-395(10)
	5286(4)
	80.5(7)

	O1A
	7339(8)
	-406(9)
	4817(4)
	138(3)

	O2A
	6045(16)
	-761(18)
	5282(13)
	130(4)

	O4A
	6868(8)
	544(8)
	5465(4)
	117(3)


Table 3 Anisotropic Displacement Parameters (Å2×103) for 370K. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Fe1
	44.4(4)
	53.8(4)
	45.6(4)
	0.3(3)
	-1.7(3)
	-3.4(3)

	Cl2
	88.1(10)
	78.4(10)
	57.4(8)
	7.5(7)
	9.2(8)
	11.4(8)

	O5
	230(6)
	167(6)
	127(4)
	-71(4)
	-20(4)
	69(5)

	N5
	55(2)
	56(2)
	47(2)
	-4.8(19)
	1.4(18)
	-0.6(19)

	N4
	45(2)
	62(3)
	50(2)
	-0.8(19)
	8.7(18)
	1.9(19)

	N1
	57(2)
	74(3)
	56(3)
	-7(2)
	10(2)
	-4(2)

	N3
	44(2)
	62(3)
	78(3)
	2(2)
	-1(2)
	2.6(19)

	N6
	42.8(19)
	55(3)
	50(2)
	-2.1(19)
	2.2(18)
	3.6(18)

	N2
	69(3)
	80(3)
	62(3)
	-1(2)
	1(2)
	18(2)

	O7
	77(3)
	220(6)
	110(3)
	82(4)
	-9(3)
	5(3)

	C7
	60(3)
	109(5)
	48(3)
	7(3)
	-2(3)
	-8(3)

	C13
	55(3)
	52(3)
	51(3)
	1(2)
	3(2)
	-2(2)

	C5
	67(3)
	79(4)
	70(4)
	8(3)
	10(3)
	-16(3)

	C12
	66(3)
	87(4)
	40(3)
	3(3)
	-5(3)
	-22(3)

	C22
	71(3)
	54(3)
	64(3)
	0(3)
	7(3)
	12(3)

	C23
	38(2)
	81(4)
	70(3)
	8(3)
	-1(2)
	8(2)

	C24
	40(2)
	82(4)
	74(4)
	7(3)
	9(2)
	11(2)

	C6
	43(2)
	65(3)
	59(3)
	11(3)
	-3(2)
	-9(2)

	C2
	78(4)
	64(4)
	95(4)
	-7(3)
	1(3)
	-13(3)

	C11
	103(5)
	117(6)
	71(4)
	6(4)
	-25(4)
	-43(4)

	C3
	94(4)
	68(4)
	109(5)
	4(4)
	-5(4)
	-16(4)

	C19
	68(3)
	81(4)
	47(3)
	-5(3)
	10(3)
	1(3)

	C20
	71(3)
	84(4)
	46(3)
	-14(3)
	12(3)
	-1(3)

	C4
	90(4)
	91(5)
	88(5)
	31(4)
	-4(4)
	-39(4)

	C8
	60(3)
	164(7)
	65(4)
	22(4)
	-3(3)
	-2(4)

	C16
	105(5)
	98(5)
	56(4)
	14(3)
	-17(4)
	-1(4)

	C1
	51(3)
	60(3)
	61(3)
	2(3)
	-1(2)
	-5(2)

	O6
	118(4)
	333(10)
	97(4)
	19(5)
	15(3)
	115(5)

	C18
	51(2)
	45(3)
	53(3)
	0(2)
	-7(2)
	0(2)

	O8
	309(9)
	150(6)
	165(6)
	66(5)
	3(6)
	-75(6)

	C17
	66(3)
	89(4)
	65(4)
	13(3)
	-8(3)
	6(3)

	C15
	128(5)
	80(4)
	48(4)
	0(3)
	11(4)
	0(4)

	C10
	126(7)
	162(8)
	81(5)
	29(6)
	-37(5)
	-81(6)

	C14
	82(4)
	79(4)
	57(3)
	2(3)
	17(3)
	4(3)

	C21
	83(4)
	46(3)
	64(3)
	-13(3)
	10(3)
	-4(3)

	C9
	82(5)
	225(11)
	80(5)
	49(7)
	-28(4)
	-55(7)

	Cl1
	58.5(16)
	85(2)
	98(13)
	-23.1(12)
	-6.2(9)
	12.9(13)

	O4
	98(4)
	118(6)
	133(6)
	-35(5)
	-5(5)
	18(4)

	O2
	99(6)
	131(8)
	161(7)
	-34(7)
	7(5)
	-39(5)

	O1
	112(6)
	132(7)
	141(6)
	20(6)
	-34(6)
	19(5)

	O3
	110(6)
	164(7)
	148(8)
	-3(8)
	18(6)
	83(5)

	O3A
	146(7)
	193(8)
	161(9)
	4(9)
	-40(8)
	91(7)

	Cl1A
	58.5(16)
	85(2)
	98(13)
	-23.1(12)
	-6.2(9)
	12.9(13)

	O1A
	123(6)
	173(7)
	119(7)
	-28(6)
	19(6)
	11(6)

	O2A
	99(6)
	131(8)
	161(7)
	-34(7)
	7(5)
	-39(5)

	O4A
	98(4)
	118(6)
	133(6)
	-35(5)
	-5(5)
	18(4)


Table 4 Bond Lengths for 370K.

	Atom
	Atom
	Length/Å
	Atom
	Atom
	Length/Å

	Fe1
	N3
	2.128(4)
	C5
	C6
	1.404(6)

	Fe1
	N4
	2.132(3)
	C5
	C4
	1.414(8)

	Fe1
	N2
	2.133(4)
	C12
	C11
	1.412(8)

	Fe1
	N6
	2.170(4)
	C22
	C21
	1.477(7)

	Fe1
	N1
	2.187(4)
	C23
	C24
	1.515(7)

	Fe1
	N5
	2.207(4)
	C6
	C1
	1.392(6)

	Cl2
	O6
	1.344(5)
	C2
	C3
	1.367(8)

	Cl2
	O8
	1.383(6)
	C2
	C1
	1.427(7)

	Cl2
	O5
	1.381(5)
	C11
	C10
	1.357(10)

	Cl2
	O7
	1.395(4)
	C3
	C4
	1.382(8)

	N5
	C12
	1.421(6)
	C19
	C20
	1.555(7)

	N5
	C20
	1.474(6)
	C8
	C9
	1.401(11)

	N5
	C21
	1.524(6)
	C16
	C15
	1.338(8)

	N4
	C24
	1.485(5)
	C16
	C17
	1.369(7)

	N4
	C19
	1.503(6)
	C18
	C17
	1.373(6)

	N4
	C6
	1.504(6)
	C15
	C14
	1.355(8)

	N1
	C1
	1.444(6)
	C10
	C9
	1.393(11)

	N3
	C13
	1.429(6)
	Cl1
	O3
	1.381(15)

	N6
	C18
	1.462(6)
	Cl1
	O2
	1.384(14)

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

	N6
	C22
	1.538(6)
	Cl1
	O1
	1.431(13)

	N2
	C7
	1.462(7)
	O3A
	Cl1A
	1.392(12)

	C7
	C8
	1.346(7)
	Cl1A
	O2A
	1.407(13)

	C7
	C12
	1.403(8)
	Cl1A
	O1A
	1.419(13)

	C13
	C18
	1.354(6)
	Cl1A
	O4A
	1.452(13)

	C13
	C14
	1.384(7)
	 
	 
	 


Table 5 Bond Angles for 370K.

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

	N3
	Fe1
	N4
	160.38(14)
	C18
	C13
	C14
	118.9(5)

	N3
	Fe1
	N2
	100.27(15)
	C18
	C13
	N3
	118.2(4)

	N4
	Fe1
	N2
	99.21(15)
	C14
	C13
	N3
	122.8(4)

	N3
	Fe1
	N6
	78.64(14)
	C6
	C5
	C4
	121.1(5)

	N4
	Fe1
	N6
	83.84(14)
	C7
	C12
	C11
	123.8(5)

	N2
	Fe1
	N6
	160.00(16)
	C7
	C12
	N5
	117.0(5)

	N3
	Fe1
	N1
	95.59(15)
	C11
	C12
	N5
	119.1(6)

	N4
	Fe1
	N1
	80.06(14)
	C21
	C22
	N6
	111.5(4)

	N2
	Fe1
	N1
	95.97(17)
	N6
	C23
	C24
	111.9(4)

	N6
	Fe1
	N1
	104.01(15)
	N4
	C24
	C23
	114.0(4)

	N3
	Fe1
	N5
	102.60(15)
	C1
	C6
	C5
	115.9(5)

	N4
	Fe1
	N5
	82.70(14)
	C1
	C6
	N4
	120.0(4)

	N2
	Fe1
	N5
	81.05(15)
	C5
	C6
	N4
	124.1(5)

	N6
	Fe1
	N5
	79.74(14)
	C3
	C2
	C1
	121.6(6)

	N1
	Fe1
	N5
	161.81(14)
	C10
	C11
	C12
	116.5(8)

	O6
	Cl2
	O8
	108.1(5)
	C2
	C3
	C4
	117.0(6)

	O6
	Cl2
	O5
	109.9(5)
	N4
	C19
	C20
	112.3(4)

	O8
	Cl2
	O5
	105.6(4)
	N5
	C20
	C19
	112.3(4)

	O6
	Cl2
	O7
	108.1(3)
	C3
	C4
	C5
	122.4(6)

	O8
	Cl2
	O7
	111.9(4)
	C7
	C8
	C9
	116.9(8)

	O5
	Cl2
	O7
	113.1(4)
	C15
	C16
	C17
	120.0(6)

	C12
	N5
	C20
	111.3(4)
	C6
	C1
	C2
	122.0(5)

	C12
	N5
	C21
	111.8(4)
	C6
	C1
	N1
	116.0(4)

	C20
	N5
	C21
	112.7(4)
	C2
	C1
	N1
	121.9(5)

	C12
	N5
	Fe1
	105.6(3)
	C13
	C18
	C17
	118.7(5)

	C20
	N5
	Fe1
	109.3(3)
	C13
	C18
	N6
	118.3(4)

	C21
	N5
	Fe1
	105.7(3)
	C17
	C18
	N6
	123.0(4)

	C24
	N4
	C19
	110.7(4)
	C16
	C17
	C18
	121.4(5)

	C24
	N4
	C6
	114.8(4)
	C16
	C15
	C14
	119.2(6)

	C19
	N4
	C6
	112.9(4)
	C11
	C10
	C9
	119.0(8)

	C24
	N4
	Fe1
	107.2(3)
	C15
	C14
	C13
	121.7(5)

	C19
	N4
	Fe1
	104.8(3)
	C22
	C21
	N5
	110.6(4)

	C6
	N4
	Fe1
	105.7(3)
	C10
	C9
	C8
	124.5(8)

	C1
	N1
	Fe1
	107.7(3)
	O3
	Cl1
	O2
	108.3(14)

	C13
	N3
	Fe1
	110.2(3)
	O3
	Cl1
	O4
	108.6(13)

	C18
	N6
	C23
	112.2(4)
	O2
	Cl1
	O4
	120(2)

	C18
	N6
	C22
	110.4(4)
	O3
	Cl1
	O1
	109.5(13)

	C23
	N6
	C22
	113.1(4)
	O2
	Cl1
	O1
	109.4(16)

	C18
	N6
	Fe1
	107.4(3)
	O4
	Cl1
	O1
	100.5(11)

	C23
	N6
	Fe1
	101.6(3)
	O3A
	Cl1A
	O2A
	108.8(16)

	C22
	N6
	Fe1
	111.7(3)
	O3A
	Cl1A
	O1A
	112.9(12)

	C7
	N2
	Fe1
	103.7(3)
	O2A
	Cl1A
	O1A
	108.0(17)

	C8
	C7
	C12
	119.1(6)
	O3A
	Cl1A
	O4A
	110.3(11)

	C8
	C7
	N2
	119.0(6)
	O2A
	Cl1A
	O4A
	104.2(16)

	C12
	C7
	N2
	121.8(4)
	O1A
	Cl1A
	O4A
	112.3(12)


Table 8 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 370K. 

	Atom
	x
	y
	z
	U(eq)

	H1A
	4373
	859
	5516
	75

	H1B
	5303
	464
	5650
	75

	H3B
	6482
	2965
	5498
	73

	H3A
	6365
	2029
	5308
	73

	H2B
	6131
	1300
	6709
	84

	H2A
	6771
	1249
	6299
	84

	H5
	3226
	674
	7111
	86

	H22A
	4296
	4558
	5672
	76

	H22B
	3784
	4179
	6125
	76

	H23A
	3283
	2125
	5566
	75

	H23B
	2821
	3095
	5683
	75

	H24B
	3072
	2917
	6465
	78

	H24A
	2641
	1967
	6296
	78

	H2
	4602
	-1043
	5912
	95

	H11
	6501
	4704
	6835
	116

	H3
	3882
	-1819
	6529
	109

	H19B
	4801
	1891
	7092
	78

	H19A
	3763
	2312
	7145
	78

	H20A
	4224
	3723
	6844
	81

	H20B
	5080
	3454
	7178
	81

	H4
	3195
	-940
	7124
	108

	H8
	8153
	1856
	6707
	116

	H16
	3734
	3722
	4165
	103

	H17
	3298
	3700
	4942
	88

	H15
	5228
	3237
	3946
	102

	H10
	8124
	4613
	7024
	148

	H14
	6289
	2745
	4505
	87

	H21B
	5187
	4757
	6381
	77

	H21A
	5766
	4293
	5968
	77

	H9
	8903
	3206
	6965
	155


[Chemical Communications Format] 

Experimental 

Single crystals of C24H30N6FeCl3O12 cellspacing="1" [370K] were recrystallised from [solvents] mounted in inert oil and transferred to the cold gas stream of the diffractometer. 

Crystal structure determination of [370K] 

Crystal Data. C24 H30 Cl2 Fe N6 O8, M =657.29, Orthorhombic, a = 13.8716(13), b = 14.3686(12), c = 28.430(3), α = 90.00, β = 90.00, γ = 90.00, U = 5666.5(9) Å3, T = 273(2), space group P b c a (no. 61), Z = 8, μ(Mo-Kα) = 0.779, 12081 reflections measured, 4825 unique (Rint = 0.0469) which were used in all calculations. The final wR(F2) was 0.1532 (all data). 
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