13srv056 

	Table 1 Crystal data and structure refinement for 13srv056 

	Identification code 
	13srv056

	Empirical formula 
	Ca3(C9H9O6)2 x 7H2O

	Formula weight 
	672.68

	Temperature/K 
	120

	Crystal system 
	monoclinic

	Space group 
	C2/c

	a/Å 
	17.3557(19)

	b/Å 
	9.4923(10)

	c/Å 
	16.3976(17)

	α/° 
	90.00

	β/° 
	90.882(3)

	γ/° 
	90.00

	Volume/Å3 
	2701.1(5)

	Z 
	4

	ρcalcmg/mm3 
	1.654

	m/mm‑1 
	0.698

	F(000) 
	1408.0

	Crystal size/mm3 
	0.4 × 0.08 × 0.08

	2Θ range for data collection 
	4.7 to 55°

	Index ranges 
	-22 ≤ h ≤ 22, -12 ≤ k ≤ 12, -21 ≤ l ≤ 20

	Reflections collected 
	11502

	Independent reflections 
	3110[R(int) = 0.0977]

	Data/restraints/parameters 
	3110/10/243

	Goodness-of-fit on F2 
	0.974

	Final R indexes [I>=2σ (I)] 
	R1 = 0.0516, wR2 = 0.1227

	Final R indexes [all data] 
	R1 = 0.0909, wR2 = 0.1424

	Largest diff. peak/hole / e Å-3 
	0.95/-0.51


 

	Table 2 Fractional Atomic Coordinates (×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 13srv056. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Ca1
	4276.9(4)
	-4060.4(7)
	4284.6(4)
	19.9(2)

	Ca2
	5000
	-1833.9(10)
	2500
	20.0(3)

	O1
	3907.6(12)
	-2258(2)
	3254.8(15)
	23.3(6)

	O1W
	4872.0(15)
	-2217(3)
	5116.7(17)
	31.6(6)

	O2
	3295.5(13)
	-2291(3)
	4418.4(15)
	25.4(6)

	O2W
	4493.8(16)
	70(3)
	1760(2)
	38.5(7)

	O3
	724.7(12)
	243(3)
	4480.7(15)
	24.5(6)

	O4
	377.7(12)
	1445(3)
	3403.7(15)
	25.6(6)

	O5
	3074.7(14)
	4646(3)
	3877(2)
	38.8(7)

	O6
	4154.7(12)
	3509(3)
	3724.8(16)
	26.4(6)

	C1
	2960.1(18)
	-459(4)
	3459(2)
	20.7(7)

	C2
	2144.5(19)
	-459(4)
	3792(2)
	19.9(7)

	C3
	1712.6(18)
	842(4)
	3512(2)
	20.7(7)

	C4
	2140.1(18)
	2199(4)
	3773(2)
	21.1(7)

	C5
	2974.3(18)
	2203(4)
	3471(2)
	23.3(8)

	C6
	3399.5(19)
	862(4)
	3732(3)
	23.6(8)

	C7
	3408.0(17)
	-1753(4)
	3731(2)
	20.0(7)

	C8
	893.5(17)
	844(4)
	3825(2)
	19.5(7)

	C9
	3419.6(18)
	3536(4)
	3711(2)
	23.0(8)

	O3W
	5000
	2448(4)
	2500
	41.2(10)

	O4W
	3313.7(15)
	-786(3)
	5839(2)
	43.8(8)


 

	Table 3 Anisotropic Displacement Parameters (Å2×103) for 13srv056. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Ca1
	14.0(3)
	20.0(4)
	25.7(4)
	1.6(3)
	3.8(3)
	1.0(3)

	Ca2
	15.1(4)
	21.5(5)
	23.6(5)
	0
	4.6(4)
	0

	O1
	15.6(11)
	25.1(13)
	29.5(14)
	0.0(11)
	7.8(10)
	3(1)

	O1W
	30.6(14)
	25.5(15)
	38.5(16)
	-5.6(13)
	-3.5(13)
	3.9(12)

	O2
	21.2(12)
	26.8(14)
	28.6(14)
	2.0(12)
	9.3(10)
	5.3(10)

	O2W
	35.4(15)
	31.5(16)
	48.6(19)
	7.5(15)
	-3.4(14)
	-1.7(13)

	O3
	18.4(11)
	27.5(14)
	27.8(13)
	7.3(11)
	7.4(10)
	3.8(10)

	O4
	17.8(11)
	30.7(14)
	28.4(14)
	8.4(12)
	4.8(10)
	5.6(10)

	O5
	19.9(12)
	22.0(14)
	74(2)
	-8.8(15)
	0.9(13)
	0.8(11)

	O6
	15.9(11)
	26.3(14)
	37.1(15)
	-6.3(12)
	7.8(10)
	-1.4(10)

	C1
	15.0(15)
	19.9(17)
	27(2)
	-0.2(15)
	2.9(14)
	2.1(13)

	C2
	16.7(15)
	19.1(18)
	23.9(19)
	1.0(16)
	4.1(14)
	3.5(13)

	C3
	15.2(15)
	22.5(18)
	24.7(19)
	-0.9(16)
	7.4(13)
	-0.4(13)

	C4
	13.6(15)
	20.4(19)
	29(2)
	3.3(16)
	2.0(14)
	3.5(13)

	C5
	16.7(16)
	20.3(18)
	33(2)
	0.9(16)
	10.3(15)
	-0.2(14)

	C6
	15.8(16)
	20.8(18)
	34(2)
	-0.5(17)
	4.0(15)
	0.7(14)

	C7
	13.5(15)
	18.7(17)
	28(2)
	-1.6(15)
	0.0(14)
	-3.4(13)

	C8
	13.7(15)
	20.6(17)
	24.3(18)
	-2.4(15)
	4.5(13)
	0.3(13)

	C9
	20.7(16)
	22.9(19)
	25.7(19)
	7.0(16)
	4.6(14)
	3.0(14)

	O3W
	49(2)
	28(2)
	47(3)
	0
	27(2)
	0

	O4W
	22.6(13)
	51(2)
	57(2)
	-27.9(17)
	-3.6(13)
	8.2(13)


 

	Table 4 Bond Lengths for 13srv056.

	Atom
	Atom
	Length/Å
	 
	Atom
	Atom
	Length/Å

	Ca1
	O1
	2.481(2)
	 
	O4
	Ca26
	2.295(2)

	Ca1
	O1W
	2.439(3)
	 
	O4
	C8
	1.259(4)

	Ca1
	O2
	2.404(2)
	 
	O5
	Ca17
	2.503(3)

	Ca1
	O31
	2.315(2)
	 
	O5
	C9
	1.244(4)

	Ca1
	O42
	2.460(2)
	 
	O6
	Ca17
	2.491(3)

	Ca1
	O63
	2.491(3)
	 
	O6
	C9
	1.276(4)

	Ca2
	O1
	2.315(2)
	 
	C1
	C2
	1.525(4)

	Ca2
	O14
	2.315(2)
	 
	C1
	C6
	1.531(5)

	Ca2
	O2W
	2.341(3)
	 
	C1
	C7
	1.517(5)

	Ca2
	O2W4
	2.341(3)
	 
	C2
	C3
	1.512(5)

	Ca2
	O45
	2.294(2)
	 
	C3
	C4
	1.544(5)

	Ca2
	O42
	2.295(2)
	 
	C3
	C8
	1.519(4)

	O1
	C7
	1.270(4)
	 
	C4
	C5
	1.537(4)

	O2
	C7
	1.255(4)
	 
	C5
	C6
	1.529(5)

	O3
	Ca11
	2.315(2)
	 
	C5
	C9
	1.530(5)

	O3
	Ca16
	2.613(2)
	 
	C8
	Ca16
	2.918(3)

	O3
	C8
	1.256(4)
	 
	C9
	Ca17
	2.874(4)

	O4
	Ca16
	2.460(2)
	 
	 
	 
	 


11/2-X,-1/2-Y,1-Z; 21/2+X,-1/2+Y,+Z; 3+X,-1+Y,+Z; 41-X,+Y,1/2-Z; 51/2-X,-1/2+Y,1/2-Z; 6-1/2+X,1/2+Y,+Z; 7+X,1+Y,+Z

 
	Table 5 Bond Angles for 13srv056.

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

	O1
	Ca1
	O61
	111.60(9)
	 
	C8
	O3
	Ca16
	90.93(18)

	O1W
	Ca1
	O1
	89.35(9)
	 
	Ca26
	O4
	Ca16
	107.53(9)

	O1W
	Ca1
	O42
	82.10(9)
	 
	C8
	O4
	Ca16
	98.16(19)

	O1W
	Ca1
	O61
	154.66(9)
	 
	C8
	O4
	Ca26
	150.5(2)

	O2
	Ca1
	O1
	53.46(8)
	 
	C9
	O5
	Ca17
	94.1(2)

	O2
	Ca1
	O1W
	75.06(9)
	 
	C9
	O6
	Ca17
	93.9(2)

	O2
	Ca1
	O42
	118.36(9)
	 
	C2
	C1
	C6
	110.9(3)

	O2
	Ca1
	O61
	128.62(8)
	 
	C7
	C1
	C2
	111.6(3)

	O33
	Ca1
	O1
	157.80(8)
	 
	C7
	C1
	C6
	109.0(3)

	O33
	Ca1
	O1W
	82.24(9)
	 
	C3
	C2
	C1
	110.5(3)

	O33
	Ca1
	O2
	104.39(8)
	 
	C2
	C3
	C4
	111.3(3)

	O33
	Ca1
	O42
	128.27(8)
	 
	C2
	C3
	C8
	111.1(3)

	O33
	Ca1
	O61
	82.63(9)
	 
	C8
	C3
	C4
	110.7(3)

	O42
	Ca1
	O1
	70.17(7)
	 
	C5
	C4
	C3
	111.3(3)

	O42
	Ca1
	O61
	91.53(8)
	 
	C6
	C5
	C4
	111.1(3)

	O14
	Ca2
	O1
	159.97(13)
	 
	C6
	C5
	C9
	112.1(3)

	O1
	Ca2
	O2W
	96.18(9)
	 
	C9
	C5
	C4
	113.2(3)

	O14
	Ca2
	O2W
	99.26(10)
	 
	C5
	C6
	C1
	111.3(3)

	O14
	Ca2
	O2W4
	96.18(9)
	 
	O1
	C7
	Ca1
	62.30(17)

	O1
	Ca2
	O2W4
	99.26(10)
	 
	O1
	C7
	C1
	118.4(3)

	O2W4
	Ca2
	O2W
	78.91(16)
	 
	O2
	C7
	Ca1
	58.78(17)

	O45
	Ca2
	O14
	76.06(8)
	 
	O2
	C7
	O1
	121.1(3)

	O42
	Ca2
	O14
	89.61(8)
	 
	O2
	C7
	C1
	120.5(3)

	O42
	Ca2
	O1
	76.06(8)
	 
	C1
	C7
	Ca1
	177.2(2)

	O45
	Ca2
	O1
	89.61(8)
	 
	O3
	C8
	Ca16
	63.57(16)

	O42
	Ca2
	O2W
	170.37(10)
	 
	O3
	C8
	O4
	120.1(3)

	O45
	Ca2
	O2W4
	170.37(10)
	 
	O3
	C8
	C3
	121.4(3)

	O42
	Ca2
	O2W4
	96.52(10)
	 
	O4
	C8
	Ca16
	56.56(16)

	O45
	Ca2
	O2W
	96.52(10)
	 
	O4
	C8
	C3
	118.5(3)

	O45
	Ca2
	O42
	89.20(13)
	 
	C3
	C8
	Ca16
	174.9(2)

	Ca2
	O1
	Ca1
	106.18(9)
	 
	O5
	C9
	Ca17
	60.29(19)

	C7
	O1
	Ca1
	90.7(2)
	 
	O5
	C9
	O6
	119.8(3)

	C7
	O1
	Ca2
	146.7(2)
	 
	O5
	C9
	C5
	120.9(3)

	C7
	O2
	Ca1
	94.70(19)
	 
	O6
	C9
	Ca17
	59.83(18)

	Ca13
	O3
	Ca16
	102.49(8)
	 
	O6
	C9
	C5
	119.3(3)

	C8
	O3
	Ca13
	166.5(2)
	 
	C5
	C9
	Ca17
	175.5(3)


1+X,-1+Y,+Z; 21/2+X,-1/2+Y,+Z; 31/2-X,-1/2-Y,1-Z; 41-X,+Y,1/2-Z; 51/2-X,-1/2+Y,1/2-Z; 6-1/2+X,1/2+Y,+Z; 7+X,1+Y,+Z

 
	Table 6 Hydrogen Bonds for 13srv056. 

	D
	H
	A
	d(D-H)/Å
	d(H-A)/Å
	d(D-A)/Å
	D-H-A/°

	O1W
	H1WA
	O61
	0.8999(10)
	1.913(7)
	2.805(4)
	171(4)

	O1W
	H1WB
	O4W
	0.8999(11)
	2.61(4)
	3.265(4)
	130(4)

	O2W
	H2WA
	O4W2
	0.8999(10)
	1.80(4)
	2.615(4)
	150(7)

	O2W
	H2WB
	O3W
	0.9000(11)
	1.843(18)
	2.703(4)
	159(5)

	O3W
	H3W
	O63
	0.9000(10)
	1.85(2)
	2.700(3)
	157(5)

	O4W
	H4WA
	O2
	0.9000(10)
	1.845(9)
	2.733(4)
	169(4)

	O4W
	H4WB
	O54
	0.8999(10)
	1.806(12)
	2.689(4)
	166(5)


11-X,-Y,1-Z; 2+X,-Y,-1/2+Z; 31-X,+Y,1/2-Z; 41/2-X,1/2-Y,1-Z

 

	Table 7 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 13srv056. 

	Atom
	x
	y
	z
	U(eq)

	H1
	2930(20)
	-520(40)
	2850(20)
	24(6)

	H1WA
	5216(18)
	-2550(40)
	5486(17)
	44(13)

	H1WB
	4700(20)
	-1450(30)
	5380(20)
	71(17)

	H2A
	2190(20)
	-500(40)
	4340(20)
	23(10)

	H2B
	1914(19)
	-1370(40)
	3590(20)
	20(9)

	H2WA
	4200(40)
	190(60)
	1310(30)
	160(40)

	H2WB
	4590(30)
	965(19)
	1910(30)
	90(20)

	H3
	1700(20)
	810(40)
	2900(20)
	24(6)

	H4A
	1862(17)
	2970(30)
	3558(19)
	9(8)

	H4B
	2160(20)
	2300(40)
	4370(20)
	30(11)

	H5
	2968(19)
	2230(40)
	2840(20)
	24(6)

	H6A
	3431(19)
	860(40)
	4300(20)
	15(9)

	H6B
	3910(20)
	820(40)
	3420(20)
	33(11)

	H3W
	5260(30)
	3020(40)
	2170(30)
	75

	H4WA
	3240(30)
	-1270(50)
	5370(20)
	100(20)

	H4WB
	2868(13)
	-310(40)
	5870(30)
	56(14)


