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Table 1  Crystal data and structure refinement for 120K

	Identification code
	120K

	Empirical formula
	C24H30O8FeCl2N6

	Formula weight
	657.29

	Temperature
	120(2)

	Crystal system
	Orthorhombic

	Space group
	P b c a

	a/Å, b/Å, c/Å
	14.182(3),
13.590(3),
27.942(6)

	α/°, β/°, γ/°, 
	90.00,
90.00,
90.00

	Volume/Å3
	5385.2(19)

	Z
	8

	ρcalcmg/mm3
	1.621

	m/mm‑1
	0.820

	F(000)
	2720

	Crystal size
	0.28 × 0.21 × 0.19

	Theta range for data collection
	2.05 to 25.03°

	Index ranges
	-16 ≤ h ≤ 16, -16 ≤ k ≤ 16, -32 ≤ l ≤ 33

	Reflections collected
	40469

	Independent reflections
	4757[R(int) = 0.0474]

	Data/restrains/parameters
	4757/6.9046P/370

	Goodness-of-fit on F2
	1.038

	Final R indexes [I>2σ (I)]
	R1 = 0.0320, wR2 = 0.0778

	Final R indexes [all data]
	R1 = 0.0382, wR2 = 0.0807

	Largest diff. peak/hole
	0.832/-0.483


 

Table 2 Atomic Coordinates (Å×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 120K. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Fe1
	-43.8(2)
	7259.5(2)
	3930.46(10)
	12.61(9)

	Cl3
	-1942.5(4)
	4646(4)
	4703.2(2)
	26.12(15)

	N5
	-295.5(13)
	8431.7(13)
	3519.2(6)
	15.5(4)

	N2
	-932.6(13)
	7593.2(13)
	4479.7(6)
	16.6(4)

	N6
	884.9(12)
	8098.4(13)
	4281.3(6)
	15(4)

	N1
	283.4(13)
	5948.6(13)
	4240.6(6)
	16.7(4)

	N3
	-1127.2(13)
	6638.8(13)
	3547.6(6)
	17.2(4)

	O3
	-1045.5(14)
	4166.6(15)
	4725.7(7)
	43.1(5)

	N4
	1012(12)
	6931.8(13)
	3483(6)
	15.2(4)

	O2
	-1834.7(13)
	5577.4(13)
	4469.2(7)
	34(4)

	C18
	-1715.9(15)
	7461.6(17)
	3397.8(8)
	18.6(5)

	C12
	-344.8(16)
	7902.2(16)
	4879(8)
	17(5)

	C4
	1024.5(17)
	3821.9(17)
	3474.9(9)
	24.6(5)

	C2
	1444.7(16)
	5337(17)
	3085.2(8)
	19.4(5)

	C13
	-1286.7(16)
	8379.5(17)
	3374.9(7)
	18.1(5)

	C5
	665.5(17)
	4337.6(17)
	3862.7(8)
	22.5(5)

	C14
	-1795.1(17)
	9196.6(18)
	3225.3(8)
	25(5)

	C23
	745.2(16)
	7371.8(16)
	3012.4(7)
	18.1(5)

	C3
	1418.4(16)
	4317.4(17)
	3089.6(8)
	22.5(5)

	C20
	849.6(15)
	9133.2(15)
	4077.9(8)
	17.4(5)

	C21
	1829.2(15)
	7644.3(16)
	4198.6(8)
	18(5)

	C9
	865.2(19)
	8430.4(18)
	5615.9(8)
	27.4(6)

	C24
	358.3(16)
	8403.7(16)
	3089.5(8)
	18.1(5)

	C1
	1066.6(15)
	5857.7(16)
	3466.6(8)
	16.4(4)

	C17
	-2670.2(16)
	7360.6(19)
	3288.5(8)
	24.2(5)

	C22
	1918.9(15)
	7380(17)
	3669.2(8)
	18.8(5)

	C8
	1200.8(17)
	8390.6(17)
	5149.8(8)
	22.7(5)

	C11
	-676.2(18)
	7960.2(17)
	5346.5(8)
	23.3(5)

	C6
	687.9(15)
	5354.2(16)
	3857.8(8)
	17.5(5)

	O4
	-2294.9(17)
	4754(2)
	5172.9(8)
	67.5(8)

	C10
	-69(19)
	8225.7(18)
	5714(8)
	27.6(6)

	C7
	593(16)
	8120.4(16)
	4782.9(8)
	16.3(4)

	C15
	-2749.2(18)
	9093(2)
	3115.8(9)
	31.4(6)

	C16
	-3186(18)
	8183(2)
	3154.7(9)
	30.8(6)

	C19
	-87.3(16)
	9306.1(16)
	3830.2(8)
	17.6(5)

	O1
	-2563(2)
	4073(2)
	4415.9(11)
	88.9(10)

	Cl2
	-851.8(4)
	6176.6(4)
	2137.36(18)
	20.37(13)

	O8
	-747(13)
	5533.5(12)
	2545.2(6)
	28.6(4)

	O7
	-1387.7(11)
	5694(13)
	1768.1(6)
	28.3(4)

	O6
	-1331(17)
	7052.4(13)
	2288.3(7)
	46.6(6)

	O5
	67.5(13)
	6418.6(16)
	1952.3(6)
	39.6(5)


Table 3 Anisotropic Displacement Parameters (Å2×103) for 120K. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Fe1
	13.36(16)
	12.88(17)
	11.6(16)
	0.23(12)
	0.1(11)
	-0.28(12)

	Cl3
	21.9(3)
	28.6(3)
	27.8(3)
	11(2)
	-3.9(2)
	-6.6(2)

	N5
	16.5(9)
	16.4(9)
	13.5(9)
	-1.1(7)
	0.9(7)
	0.1(8)

	N2
	16.9(9)
	15.4(9)
	17.5(9)
	1.3(7)
	-0.8(7)
	-0.5(8)

	N6
	16.1(9)
	15.1(9)
	13.9(9)
	2.2(7)
	0.7(7)
	0.6(7)

	N1
	18.7(9)
	17.2(9)
	14.3(9)
	-0.1(7)
	2.3(7)
	-1.1(8)

	N3
	18.5(9)
	17.8(10)
	15.2(9)
	0.3(7)
	1.3(7)
	-1(8)

	O3
	46.6(12)
	46.3(12)
	36.5(11)
	6.1(9)
	-0.7(9)
	22.4(10)

	N4
	16.8(9)
	13.7(9)
	14.9(9)
	1.1(7)
	0.2(7)
	-1.4(7)

	O2
	34.3(10)
	24.4(9)
	43.3(11)
	11.2(8)
	11.2(8)
	1(8)

	C18
	18.8(11)
	25.2(12)
	11.9(10)
	-1.9(9)
	0.7(9)
	2.4(10)

	C12
	21.6(11)
	12.5(11)
	16.8(11)
	-0.5(9)
	-0.4(9)
	1.2(9)

	C4
	27.1(13)
	16(11)
	30.7(13)
	-2.2(10)
	0.6(10)
	4.7(10)

	C2
	19.6(11)
	20.3(12)
	18.4(11)
	-0.9(9)
	1.1(9)
	1.7(9)

	C13
	19(11)
	24.6(12)
	10.6(10)
	-1.4(9)
	-1.4(8)
	4.4(10)

	C5
	24.4(12)
	18.6(12)
	24.4(12)
	3.6(10)
	2.6(10)
	0.9(10)

	C14
	31(13)
	25.6(13)
	18.5(12)
	-0.8(10)
	-3.4(10)
	7.4(11)

	C23
	22.2(12)
	19.9(12)
	12(10)
	0.7(9)
	2.1(9)
	-0.6(9)

	C3
	23.5(12)
	22.8(12)
	21.2(12)
	-5.6(10)
	1.2(9)
	6.3(10)

	C20
	21.1(11)
	13(11)
	18.2(11)
	0.7(9)
	1.1(9)
	-2.7(9)

	C21
	13.7(10)
	19(11)
	21.1(12)
	-1.9(9)
	-1.7(9)
	-0.5(9)

	C9
	41.1(15)
	23.2(12)
	17.8(12)
	-2.2(10)
	-7.8(10)
	-1(11)

	C24
	21.4(11)
	19.1(11)
	13.8(11)
	1.9(9)
	2.7(9)
	-0.3(9)

	C1
	14.8(10)
	15.4(11)
	18.9(11)
	-0.1(9)
	-1.8(9)
	1(9)

	C17
	21.8(12)
	36.2(14)
	14.7(11)
	-7.3(10)
	-1.9(9)
	-0.8(11)

	C22
	13.3(11)
	20.9(12)
	22.1(12)
	-1.3(9)
	1.7(9)
	-2.3(9)

	C8
	25.1(12)
	20.9(12)
	21.9(12)
	-1.6(10)
	-4.7(10)
	-0.5(10)

	C11
	30.3(13)
	19.8(12)
	19.9(12)
	-0.9(9)
	6.8(10)
	-3(10)

	C6
	15(11)
	18.2(11)
	19.5(11)
	0.2(9)
	-0.8(9)
	1.8(9)

	O4
	64.7(16)
	96(2)
	41.7(12)
	31.2(13)
	26.4(11)
	37.8(15)

	C10
	47.9(16)
	21.9(12)
	13(11)
	-2.1(9)
	3.6(11)
	-2.1(11)

	C7
	21.9(11)
	12.6(10)
	14.4(11)
	-1.1(8)
	0.2(9)
	1.8(9)

	C15
	31.8(14)
	41.1(16)
	21.5(13)
	-4.1(11)
	-8.2(10)
	18.8(12)

	C16
	21.6(12)
	49.6(17)
	21.1(12)
	-9(12)
	-6.1(10)
	8.9(12)

	C19
	24.7(12)
	12(10)
	16.2(11)
	0.7(9)
	1.9(9)
	0.2(9)

	O1
	91(2)
	77.4(19)
	99(2)
	32.6(17)
	-54.9(17)
	-62.8(17)

	Cl2
	29.2(3)
	17.4(3)
	14.5(3)
	-0.9(2)
	1.9(2)
	-2.1(2)

	O8
	39.7(10)
	23.9(9)
	22.2(9)
	6.8(7)
	0.1(7)
	-4.7(8)

	O7
	23.8(9)
	34.7(10)
	26.4(9)
	-10.8(8)
	-6.6(7)
	3.5(8)

	O6
	86.7(17)
	23.7(10)
	29.4(10)
	-5.3(8)
	6(10)
	19.1(10)

	O5
	38.4(11)
	58.2(13)
	22.2(9)
	-1.8(9)
	5(8)
	-27(10)


Table 4 Bond Lengths for 120K.

	Atom
	Atom
	Length/Å
	Atom
	Atom
	Length/Å

	Fe1
	N5
	1.9963(18)
	C12
	C7
	1.389(3)

	Fe1
	N6
	1.9988(18)
	C12
	C11
	1.390(3)

	Fe1
	N4
	2.0008(18)
	C4
	C3
	1.387(3)

	Fe1
	N1
	2.0347(18)
	C4
	C5
	1.387(3)

	Fe1
	N2
	2.0372(18)
	C2
	C3
	1.386(3)

	Fe1
	N3
	2.0535(18)
	C2
	C1
	1.387(3)

	Cl3
	O4
	1.412(2)
	C13
	C14
	1.388(3)

	Cl3
	O1
	1.424(2)
	C5
	C6
	1.382(3)

	Cl3
	O3
	1.431(2)
	C14
	C15
	1.394(4)

	Cl3
	O2
	1.4329(18)
	C23
	C24
	1.521(3)

	N5
	C13
	1.464(3)
	C20
	C19
	1.517(3)

	N5
	C19
	1.502(3)
	C21
	C22
	1.528(3)

	N5
	C24
	1.518(3)
	C9
	C10
	1.381(4)

	N2
	C12
	1.455(3)
	C9
	C8
	1.388(3)

	N6
	C7
	1.462(3)
	C1
	C6
	1.397(3)

	N6
	C21
	1.492(3)
	C17
	C16
	1.387(4)

	N6
	C20
	1.518(3)
	C8
	C7
	1.389(3)

	N1
	C6
	1.458(3)
	C11
	C10
	1.388(3)

	N3
	C18
	1.457(3)
	C15
	C16
	1.388(4)

	N4
	C1
	1.463(3)
	Cl2
	O6
	1.4340(19)

	N4
	C23
	1.493(3)
	Cl2
	O7
	1.4396(17)

	N4
	C22
	1.515(3)
	Cl2
	O5
	1.4405(18)

	C18
	C13
	1.390(3)
	Cl2
	O8
	1.4439(17)

	C18
	C17
	1.394(3)
	 
	 
	 


Table 5 Bond Angles for 120K.

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

	N5
	Fe1
	N6
	86.85(7)
	C13
	C18
	C17
	120.2(2)

	N5
	Fe1
	N4
	87.23(7)
	C13
	C18
	N3
	116.82(19)

	N6
	Fe1
	N4
	86.58(7)
	C17
	C18
	N3
	122.9(2)

	N5
	Fe1
	N1
	169.92(7)
	C7
	C12
	C11
	119.5(2)

	N6
	Fe1
	N1
	98.06(7)
	C7
	C12
	N2
	117.52(19)

	N4
	Fe1
	N1
	84.29(7)
	C11
	C12
	N2
	122.9(2)

	N5
	Fe1
	N2
	98.36(7)
	C3
	C4
	C5
	120.6(2)

	N6
	Fe1
	N2
	84.91(7)
	C3
	C2
	C1
	119.5(2)

	N4
	Fe1
	N2
	169.53(7)
	C14
	C13
	C18
	120.3(2)

	N1
	Fe1
	N2
	90.87(7)
	C14
	C13
	N5
	122.9(2)

	N5
	Fe1
	N3
	83.92(7)
	C18
	C13
	N5
	116.83(19)

	N6
	Fe1
	N3
	169.37(7)
	C6
	C5
	C4
	119.3(2)

	N4
	Fe1
	N3
	98.22(7)
	C13
	C14
	C15
	119.3(2)

	N1
	Fe1
	N3
	91.88(7)
	N4
	C23
	C24
	109.63(17)

	N2
	Fe1
	N3
	91.20(7)
	C2
	C3
	C4
	120.2(2)

	O4
	Cl3
	O1
	111.25(19)
	C19
	C20
	N6
	110.08(17)

	O4
	Cl3
	O3
	108.75(13)
	N6
	C21
	C22
	108.78(17)

	O1
	Cl3
	O3
	108.99(18)
	C10
	C9
	C8
	120.5(2)

	O4
	Cl3
	O2
	111.70(14)
	N5
	C24
	C23
	110.82(17)

	O1
	Cl3
	O2
	106.98(14)
	C2
	C1
	C6
	120.0(2)

	O3
	Cl3
	O2
	109.11(12)
	C2
	C1
	N4
	123.63(19)

	C13
	N5
	C19
	112.73(17)
	C6
	C1
	N4
	116.35(19)

	C13
	N5
	C24
	111.56(16)
	C16
	C17
	C18
	119.4(2)

	C19
	N5
	C24
	110.95(17)
	N4
	C22
	C21
	110.87(17)

	C13
	N5
	Fe1
	106.95(13)
	C9
	C8
	C7
	119.4(2)

	C19
	N5
	Fe1
	105.26(12)
	C10
	C11
	C12
	120.0(2)

	C24
	N5
	Fe1
	109.04(13)
	C5
	C6
	C1
	120.4(2)

	C12
	N2
	Fe1
	106.71(13)
	C5
	C6
	N1
	122.5(2)

	C7
	N6
	C21
	114.27(17)
	C1
	C6
	N1
	117.00(19)

	C7
	N6
	C20
	109.31(16)
	C9
	C10
	C11
	120.0(2)

	C21
	N6
	C20
	110.78(16)
	C12
	C7
	C8
	120.5(2)

	C7
	N6
	Fe1
	107.18(13)
	C12
	C7
	N6
	116.89(19)

	C21
	N6
	Fe1
	106.23(13)
	C8
	C7
	N6
	122.5(2)

	C20
	N6
	Fe1
	108.85(12)
	C16
	C15
	C14
	120.4(2)

	C6
	N1
	Fe1
	105.22(13)
	C17
	C16
	C15
	120.3(2)

	C18
	N3
	Fe1
	105.26(13)
	N5
	C19
	C20
	108.29(17)

	C1
	N4
	C23
	112.67(17)
	O6
	Cl2
	O7
	109.80(12)

	C1
	N4
	C22
	111.54(17)
	O6
	Cl2
	O5
	110.18(14)

	C23
	N4
	C22
	110.88(17)
	O7
	Cl2
	O5
	108.93(10)

	C1
	N4
	Fe1
	106.35(13)
	O6
	Cl2
	O8
	108.60(11)

	C23
	N4
	Fe1
	105.76(13)
	O7
	Cl2
	O8
	110.14(11)

	C22
	N4
	Fe1
	109.34(13)
	O5
	Cl2
	O8
	109.18(11)


Table 8 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 120K. 

	Atom
	x
	y
	z
	U(eq)

	H2B
	-1336
	8092
	4392
	20

	H2A
	-1285
	7051
	4563
	20

	H1B
	712
	6035
	4484
	20

	H1A
	-248
	5653
	4363
	20

	H3A
	-899
	6304
	3286
	21

	H3B
	-1465
	6209
	3735
	21

	H4
	1001
	3123
	3473
	30

	H2
	1720
	5677
	2823
	23

	H5
	407
	3996
	4129
	27

	H14
	-1496
	9820
	3198
	30

	H23A
	262
	6957
	2855
	22

	H23B
	1305
	7400
	2801
	22

	H3
	1671
	3957
	2828
	27

	H20B
	931
	9618
	4339
	21

	H20A
	1371
	9224
	3846
	21

	H21A
	1897
	7045
	4397
	22

	H21B
	2332
	8113
	4290
	22

	H9
	1281
	8600
	5869
	33

	H24B
	887
	8867
	3140
	22

	H24A
	10
	8616
	2800
	22

	H17
	-2965
	6734
	3305
	29

	H22B
	2069
	7980
	3483
	23

	H22A
	2442
	6906
	3626
	23

	H8
	1840
	8547
	5082
	27

	H11
	-1318
	7818
	5414
	28

	H10
	-296
	8267
	6033
	33

	H15
	-3102
	9649
	3014
	38

	H16
	-3841
	8123
	3090
	37

	H19B
	-593
	9391
	4071
	21

	H19A
	-55
	9910
	3633
	21


[Chemical Communications Format] 

Experimental 

Single crystals of C24H30O8FeCl2N6 cellspacing="1" [120K] were recrystallised from [solvents] mounted in inert oil and transferred to the cold gas stream of the diffractometer. 

Crystal structure determination of [120K] 

Crystal Data. C24 H30 Cl2 Fe N6 O8, M =657.29, Orthorhombic, a = 14.182(3), b = 13.590(3), c = 27.942(6), α = 90.00, β = 90.00, γ = 90.00, U = 5385.2(19) Å3, T = 120(2), space group P b c a (no. 61), Z = 8, μ(Mo-Kα) = 0.820, 40469 reflections measured, 4757 unique (Rint = 0.0474) which were used in all calculations. The final wR(F2) was 0.0807 (all data). 
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