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Table 1  Crystal data and structure refinement for 165K

	Identification code
	165K

	Empirical formula
	C24H30O12FeN6Cl3

	Formula weight
	657.29

	Temperature
	165(2)

	Crystal system
	Orthorhombic

	Space group
	P b c a

	a/Å, b/Å, c/Å
	14.1870(8),
13.6149(7),
27.9584(15)

	α/°, β/°, γ/°, 
	90.00,
90.00,
90.00

	Volume/Å3
	5400.3(5)

	Z
	8

	ρcalcmg/mm3
	1.617

	m/mm‑1
	0.817

	F(000)
	2720

	Crystal size
	0.28 × 0.21 × 0.19

	Theta range for data collection
	1.46 to 25.03°

	Index ranges
	-16 ≤ h ≤ 16, -16 ≤ k ≤ 8, -30 ≤ l ≤ 33

	Reflections collected
	24155

	Independent reflections
	4774[R(int) = 0.0467]

	Data/restrains/parameters
	4774/11.7720P/368

	Goodness-of-fit on F2
	1.032

	Final R indexes [I>2σ (I)]
	R1 = 0.0434, wR2 = 0.1048

	Final R indexes [all data]
	R1 = 0.0548, wR2 = 0.1112

	Largest diff. peak/hole
	0.973/-0.925


 

Table 2 Atomic Coordinates (Å×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 165K. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Fe1
	-58.3(3)
	7737.9(3)
	3932.31(15)
	15.25(13)

	N5
	-308.9(18)
	6565.1(18)
	3522.2(9)
	19.2(6)

	N2
	-945.1(18)
	7408.7(19)
	4479.4(9)
	20.5(6)

	N3
	267.4(18)
	9046.3(18)
	4240.1(9)
	19.8(6)

	N1
	-1132.6(18)
	8357.6(19)
	3547.7(9)
	21.7(6)

	N4
	999.9(18)
	8061(18)
	3485.1(9)
	18.3(5)

	N6
	866.8(17)
	6899.7(18)
	4285.2(9)
	18(5)

	C1
	-1723(2)
	7538(2)
	3398.1(11)
	22.7(7)

	C17
	1441(2)
	9652(2)
	3089.5(12)
	24.6(7)

	C6
	-1296(2)
	6624(2)
	3376.5(11)
	23.2(7)

	C24
	1904(2)
	7614(2)
	3674.2(12)
	23(7)

	C7
	-361(2)
	7101(2)
	4881.8(11)
	21.1(7)

	C15
	1027(3)
	11166(3)
	3476.6(13)
	32.1(8)

	C5
	-1803(3)
	5804(3)
	3228.3(12)
	32.6(8)

	C14
	662(2)
	10653(2)
	3862.1(13)
	27.7(8)

	C19
	736(2)
	7621(2)
	3015.1(11)
	22.7(7)

	C22
	831(2)
	5865(2)
	4082.8(11)
	21.8(7)

	C20
	344(2)
	6592(2)
	3092.7(11)
	22.6(7)

	C16
	1421(2)
	10668(2)
	3094.4(13)
	29(8)

	C23
	1810(2)
	7351(2)
	4201.6(12)
	22.4(7)

	C18
	1058(2)
	9134(2)
	3468.8(11)
	19.4(7)

	C2
	-2675(2)
	7637(3)
	3287.6(12)
	30.9(8)

	C12
	576(2)
	6883(2)
	4786.2(11)
	20.2(7)

	C11
	1176(3)
	6623(2)
	5154.1(12)
	27.8(8)

	C13
	681(2)
	9637(2)
	3859(11)
	20.9(7)

	C10
	843(3)
	6583(3)
	5618.4(13)
	34.2(9)

	C9
	-91(3)
	6789(3)
	5713.8(13)
	35.9(9)

	C8
	-697(3)
	7050(2)
	5345.6(12)
	29.1(8)

	C4
	-2756(3)
	5912(3)
	3119.8(14)
	43(11)

	C21
	-101(2)
	5696(2)
	3834.5(11)
	22.1(7)

	C3
	-3191(3)
	6822(3)
	3155.7(13)
	39.5(10)

	Cl2
	-857(6)
	8820.9(6)
	2134.7(3)
	25.9(2)

	O5
	-766(2)
	9454.7(18)
	2540.9(9)
	39.1(6)

	O8
	-1386.2(17)
	9297.6(19)
	1763.1(9)
	37.9(6)

	O6
	-1334(3)
	7948(2)
	2283.5(10)
	62.8(10)

	O7
	60(2)
	8583(2)
	1954.7(10)
	54.2(9)

	Cl3
	-1939(3)
	10363(4)
	4694.2(16)
	29.9(4)

	O2
	-1823(7)
	9404(5)
	4489(3)
	48.7(6)

	O1
	-996(3)
	10753(4)
	4726(2)
	48.7(6)

	O4
	-2351(3)
	10323(4)
	5163.7(16)
	48.7(6)

	O3
	-2502(3)
	10967(3)
	4388.3(17)
	48.7(6)

	Cl3B
	-1971(6)
	10264(7)
	4744(3)
	29.9(4)

	O4B
	-2077(6)
	9891(7)
	5222(3)
	48.7(6)

	O3B
	-2850(5)
	10710(6)
	4615(3)
	48.7(6)

	O2B
	-1898(13)
	9466(10)
	4412(4)
	48.7(6)

	O1B
	-1213(6)
	10964(7)
	4748(4)
	48.7(6)


Table 3 Anisotropic Displacement Parameters (Å2×103) for 165K. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Fe1
	15.8(2)
	15.3(2)
	14.6(2)
	-0.27(17)
	0.03(17)
	-0.05(17)

	N5
	21.7(14)
	18.9(13)
	17.1(13)
	0.3(11)
	0.6(11)
	-2.3(11)

	N2
	20.5(14)
	18.5(13)
	22.5(14)
	-0.9(11)
	0.9(11)
	0(11)

	N3
	20.1(14)
	20(13)
	19.2(14)
	-0.9(11)
	0.6(11)
	1.3(11)

	N1
	22.3(14)
	23.3(14)
	19.5(14)
	0(11)
	2(11)
	1.7(11)

	N4
	19.8(14)
	16.8(13)
	18.2(13)
	-0.3(10)
	0.4(11)
	-0.1(10)

	N6
	17.9(13)
	18.1(13)
	18.1(13)
	0.8(10)
	-0.6(11)
	1(10)

	C1
	24.4(17)
	30.2(18)
	13.5(16)
	2.3(13)
	-0.4(13)
	-2.6(14)

	C17
	23.9(17)
	26.8(17)
	23.3(17)
	0.6(14)
	4(14)
	-1.1(14)

	C6
	26.1(17)
	29.9(18)
	13.6(16)
	2.4(13)
	-1.5(13)
	-5(14)

	C24
	16.2(16)
	23.3(17)
	29.3(18)
	2.8(14)
	3.2(14)
	2.7(13)

	C7
	25.5(16)
	16.3(15)
	21.3(17)
	-0.2(13)
	0.5(13)
	-0.6(13)

	C15
	36(2)
	19.1(17)
	41(2)
	2.3(15)
	2.3(17)
	-4.6(15)

	C5
	41(2)
	33(2)
	23.8(19)
	2.3(15)
	-6.4(16)
	-12.4(17)

	C14
	30.7(18)
	22.1(17)
	30.3(19)
	-4.4(15)
	2.8(15)
	-0.9(14)

	C19
	28.1(18)
	23.9(17)
	16.2(16)
	-0.7(13)
	4(13)
	0.9(14)

	C22
	27.5(17)
	15.8(15)
	22.1(17)
	0.5(13)
	1.6(14)
	4.7(13)

	C20
	27.2(17)
	22.4(16)
	18.2(16)
	-3.5(13)
	3.5(13)
	0.4(13)

	C16
	31.3(19)
	24.1(18)
	32(2)
	8.9(15)
	3.4(15)
	-6.8(15)

	C23
	15.1(15)
	24.7(17)
	27.3(18)
	1.5(14)
	-2.6(13)
	1.1(13)

	C18
	18.3(16)
	18.7(16)
	21.2(16)
	2(13)
	-2.1(13)
	-2.6(12)

	C2
	26.1(18)
	47(2)
	19.6(17)
	8.6(16)
	-2.1(14)
	1.7(16)

	C12
	25.8(17)
	15(15)
	19.6(16)
	0.2(12)
	-0.9(13)
	-0.7(13)

	C11
	30.7(19)
	27.5(18)
	25.3(18)
	3.6(14)
	-5.2(15)
	1.2(15)

	C13
	19.1(16)
	20.8(16)
	22.8(17)
	1.1(13)
	-1(13)
	-2.2(13)

	C10
	50(2)
	30.4(19)
	21.7(18)
	3.8(15)
	-12.3(17)
	0.5(17)

	C9
	63(3)
	27.7(19)
	17.2(17)
	2.6(14)
	4.5(17)
	2.8(18)

	C8
	38(2)
	24.2(18)
	24.9(18)
	1.6(14)
	8.4(15)
	3.7(15)

	C4
	43(2)
	57(3)
	29(2)
	5.5(19)
	-12.2(18)
	-28(2)

	C21
	29.2(18)
	15.7(15)
	21.3(17)
	-1.1(13)
	1.1(14)
	-0.6(13)

	C3
	25(19)
	66(3)
	28(2)
	12.4(19)
	-6.1(16)
	-11.3(19)

	Cl2
	37.2(5)
	21.7(4)
	18.9(4)
	1.4(3)
	2.6(3)
	3(3)

	O5
	55.1(17)
	33.3(14)
	28.8(14)
	-10.5(11)
	2.1(12)
	8(12)

	O8
	31.3(14)
	46.4(16)
	36(15)
	16.3(12)
	-7.8(11)
	-4.3(12)

	O6
	119(3)
	30.1(15)
	39.6(17)
	6.8(13)
	9.4(18)
	-25.7(17)

	O7
	50.9(18)
	81(2)
	30.5(15)
	3.4(15)
	8(13)
	37.9(16)

	Cl3
	25.9(5)
	31.9(11)
	32(10)
	-9.1(7)
	-2.6(6)
	6.9(6)

	O2
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	O1
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	O4
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	O3
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	Cl3B
	25.9(5)
	31.9(11)
	32(10)
	-9.1(7)
	-2.6(6)
	6.9(6)

	O4B
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	O3B
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	O2B
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)

	O1B
	44(14)
	43(13)
	59(13)
	-10.8(11)
	8.1(11)
	4.7(9)


Table 4 Bond Lengths for 165K.

	Atom
	Atom
	Length/Å
	Atom
	Atom
	Length/Å

	Fe1
	N5
	1.998(3)
	C15
	C16
	1.384(5)

	Fe1
	N6
	2.000(2)
	C15
	C14
	1.385(5)

	Fe1
	N4
	2.003(3)
	C5
	C4
	1.393(5)

	Fe1
	N2
	2.031(3)
	C14
	C13
	1.383(5)

	Fe1
	N3
	2.032(3)
	C19
	C20
	1.523(4)

	Fe1
	N1
	2.047(3)
	C22
	C21
	1.510(4)

	N5
	C6
	1.461(4)
	C18
	C13
	1.395(4)

	N5
	C21
	1.500(4)
	C2
	C3
	1.380(5)

	N5
	C20
	1.517(4)
	C12
	C11
	1.382(5)

	N2
	C7
	1.459(4)
	C11
	C10
	1.383(5)

	N3
	C13
	1.458(4)
	C10
	C9
	1.380(6)

	N1
	C1
	1.457(4)
	C9
	C8
	1.387(5)

	N4
	C18
	1.463(4)
	C4
	C3
	1.388(6)

	N4
	C19
	1.492(4)
	Cl2
	O6
	1.429(3)

	N4
	C24
	1.515(4)
	Cl2
	O7
	1.432(3)

	N6
	C12
	1.461(4)
	Cl2
	O5
	1.432(3)

	N6
	C23
	1.490(4)
	Cl2
	O8
	1.437(2)

	N6
	C22
	1.519(4)
	Cl3
	O3
	1.431(4)

	C1
	C6
	1.385(5)
	Cl3
	O2
	1.435(4)

	C1
	C2
	1.392(5)
	Cl3
	O4
	1.438(4)

	C17
	C16
	1.383(5)
	Cl3
	O1
	1.442(4)

	C17
	C18
	1.385(4)
	Cl3B
	O3B
	1.433(5)

	C6
	C5
	1.391(5)
	Cl3B
	O2B
	1.434(5)

	C24
	C23
	1.523(5)
	Cl3B
	O4B
	1.437(5)

	C7
	C8
	1.383(5)
	Cl3B
	O1B
	1.437(5)

	C7
	C12
	1.387(5)
	 
	 
	 


Table 5 Bond Angles for 165K.

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

	N5
	Fe1
	N6
	86.78(10)
	C8
	C7
	N2
	122.8(3)

	N5
	Fe1
	N4
	87.17(10)
	C12
	C7
	N2
	117.2(3)

	N6
	Fe1
	N4
	86.64(10)
	C16
	C15
	C14
	120.3(3)

	N5
	Fe1
	N2
	98.37(11)
	C6
	C5
	C4
	118.8(4)

	N6
	Fe1
	N2
	84.78(10)
	C13
	C14
	C15
	119.5(3)

	N4
	Fe1
	N2
	169.49(10)
	N4
	C19
	C20
	109.6(2)

	N5
	Fe1
	N3
	169.89(10)
	C21
	C22
	N6
	110.0(2)

	N6
	Fe1
	N3
	98.17(10)
	N5
	C20
	C19
	111.0(2)

	N4
	Fe1
	N3
	84.34(10)
	C17
	C16
	C15
	120.4(3)

	N2
	Fe1
	N3
	90.88(10)
	N6
	C23
	C24
	109.1(3)

	N5
	Fe1
	N1
	84.00(10)
	C17
	C18
	C13
	119.9(3)

	N6
	Fe1
	N1
	169.43(10)
	C17
	C18
	N4
	123.7(3)

	N4
	Fe1
	N1
	98.02(10)
	C13
	C18
	N4
	116.4(3)

	N2
	Fe1
	N1
	91.46(11)
	C3
	C2
	C1
	119.7(4)

	N3
	Fe1
	N1
	91.75(10)
	C11
	C12
	C7
	120.1(3)

	C6
	N5
	C21
	113.2(2)
	C11
	C12
	N6
	122.9(3)

	C6
	N5
	C20
	111.3(2)
	C7
	C12
	N6
	116.9(3)

	C21
	N5
	C20
	111.1(2)
	C12
	C11
	C10
	119.9(3)

	C6
	N5
	Fe1
	106.67(19)
	C14
	C13
	C18
	120.2(3)

	C21
	N5
	Fe1
	105.14(18)
	C14
	C13
	N3
	122.6(3)

	C20
	N5
	Fe1
	109.05(18)
	C18
	C13
	N3
	117.0(3)

	C7
	N2
	Fe1
	106.99(19)
	C9
	C10
	C11
	120.1(3)

	C13
	N3
	Fe1
	105.40(19)
	C10
	C9
	C8
	120.2(3)

	C1
	N1
	Fe1
	105.24(19)
	C7
	C8
	C9
	119.7(3)

	C18
	N4
	C19
	112.8(2)
	C3
	C4
	C5
	120.7(4)

	C18
	N4
	C24
	111.4(2)
	N5
	C21
	C22
	108.7(2)

	C19
	N4
	C24
	111.0(2)
	C2
	C3
	C4
	120.1(3)

	C18
	N4
	Fe1
	106.29(18)
	O6
	Cl2
	O7
	110.1(2)

	C19
	N4
	Fe1
	105.90(18)
	O6
	Cl2
	O5
	108.22(17)

	C24
	N4
	Fe1
	109.17(18)
	O7
	Cl2
	O5
	109.48(18)

	C12
	N6
	C23
	114.2(2)
	O6
	Cl2
	O8
	109.78(19)

	C12
	N6
	C22
	109.5(2)
	O7
	Cl2
	O8
	108.83(16)

	C23
	N6
	C22
	110.7(2)
	O5
	Cl2
	O8
	110.38(16)

	C12
	N6
	Fe1
	107.25(18)
	O3
	Cl3
	O2
	110.3(5)

	C23
	N6
	Fe1
	106.06(18)
	O3
	Cl3
	O4
	109.9(4)

	C22
	N6
	Fe1
	108.87(18)
	O2
	Cl3
	O4
	112.2(5)

	C6
	C1
	C2
	120.1(3)
	O3
	Cl3
	O1
	110.1(4)

	C6
	C1
	N1
	116.7(3)
	O2
	Cl3
	O1
	104.7(5)

	C2
	C1
	N1
	123.2(3)
	O4
	Cl3
	O1
	109.6(5)

	C16
	C17
	C18
	119.6(3)
	O3B
	Cl3B
	O2B
	102.8(9)

	C1
	C6
	C5
	120.6(3)
	O3B
	Cl3B
	O4B
	107.1(7)

	C1
	C6
	N5
	117.1(3)
	O2B
	Cl3B
	O4B
	110.0(8)

	C5
	C6
	N5
	122.3(3)
	O3B
	Cl3B
	O1B
	111.9(8)

	N4
	C24
	C23
	111.0(2)
	O2B
	Cl3B
	O1B
	117.0(9)

	C8
	C7
	C12
	120.0(3)
	O4B
	Cl3B
	O1B
	107.7(8)


Table 8 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 165K. 

	Atom
	x
	y
	z
	U(eq)

	H2B
	-1298
	7950
	4561
	31

	H2A
	-1348
	6911
	4392
	31

	H3B
	-265
	9344
	4360
	30

	H3A
	691
	8960
	4486
	30

	H1B
	-1470
	8790
	3734
	33

	H1A
	-901
	8689
	3286
	33

	H17
	1716
	9312
	2828
	30

	H24B
	2427
	8087
	3632
	28

	H24A
	2056
	7015
	3489
	28

	H15
	1006
	11863
	3474
	38

	H5
	-1505
	5181
	3201
	39

	H14
	401
	10996
	4127
	33

	H19A
	1298
	7589
	2805
	27


	H19B
	256
	8036
	2856
	27

	H22A
	1353
	5771
	3853
	26

	H22B
	909
	5382
	4345
	26

	H20A
	-5
	6381
	2804
	27

	H20B
	872
	6127
	3143
	27

	H16
	1679
	11025
	2834
	35

	H23A
	2312
	6882
	4294
	27

	H23B
	1879
	7949
	4400
	27

	H2
	-2968
	8264
	3303
	37

	H11
	1817
	6474
	5088
	33

	H10
	1257
	6412
	5872
	41

	H9
	-320
	6753
	6033
	43

	H8
	-1339
	7192
	5412
	35

	H4
	-3111
	5357
	3020
	52

	H21A
	-69
	5092
	3638
	26

	H21B
	-607
	5614
	4075
	26

	H3
	-3845
	6883
	3089
	47


[Chemical Communications Format] 

Experimental 

Single crystals of C24H30O12FeN6Cl3 cellspacing="1" [165K] were recrystallised from [solvents] mounted in inert oil and transferred to the cold gas stream of the diffractometer. 

Crystal structure determination of [165K] 

Crystal Data. C24 H30 Cl2 Fe N6 O8, M =657.29, Orthorhombic, a = 14.1870(8), b = 13.6149(7), c = 27.9584(15), α = 90.00, β = 90.00, γ = 90.00, U = 5400.3(5) Å3, T = 165(2), space group P b c a (no. 61), Z = 8, μ(Mo-Kα) = 0.817, 24155 reflections measured, 4774 unique (Rint = 0.0467) which were used in all calculations. The final wR(F2) was 0.1112 (all data). 
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