13srv063 

	Table 1 Crystal data and structure refinement for 13srv063 

	Identification code 
	13srv063

	Empirical formula 
	Ca2(C10H8O8) x 9 H2O

	Formula weight 
	498.47

	Temperature/K 
	120

	Crystal system 
	monoclinic

	Space group 
	P21/c

	a/Å 
	13.9179(10)

	b/Å 
	11.9925(9)

	c/Å 
	11.7352(9)

	α/° 
	90.00

	β/° 
	105.689(2)

	γ/° 
	90.00

	Volume/Å3 
	1885.8(2)

	Z 
	4

	ρcalcmg/mm3 
	1.756

	m/mm‑1 
	0.692

	F(000) 
	1048.0

	Crystal size/mm3 
	0.24 × 0.1 × 0.1

	2Θ range for data collection 
	3.04 to 58°

	Index ranges 
	-18 ≤ h ≤ 18, -16 ≤ k ≤ 16, -16 ≤ l ≤ 16

	Reflections collected 
	22906

	Independent reflections 
	5002[R(int) = 0.0595]

	Data/restraints/parameters 
	5002/23/358

	Goodness-of-fit on F2 
	1.090

	Final R indexes [I>=2σ (I)] 
	R1 = 0.0541, wR2 = 0.1253

	Final R indexes [all data] 
	R1 = 0.0772, wR2 = 0.1453

	Largest diff. peak/hole / e Å-3 
	0.84/-0.88


 

	Table 2 Fractional Atomic Coordinates (×104) and Equivalent Isotropic Displacement Parameters (Å2×103) for 13srv063. Ueq is defined as 1/3 of of the trace of the orthogonalised UIJ tensor.

	Atom
	x
	y
	z
	U(eq)

	Ca1
	1613.2(4)
	6148.3(5)
	5461.8(5)
	14.90(14)

	Ca2
	4393.9(4)
	6389.4(5)
	5411.4(5)
	14.44(14)

	O1
	1628.6(16)
	5160.5(17)
	3744.0(18)
	18.0(4)

	O2
	2393.1(15)
	3527.8(17)
	4232.9(18)
	16.6(4)

	O3
	-312.8(16)
	4255.5(17)
	1840.6(18)
	17.6(4)

	O4
	-140.4(15)
	6064.8(17)
	1551.7(18)
	16.5(4)

	O5
	2812.3(16)
	7585.1(17)
	362.5(19)
	18.0(4)

	O6
	4188.3(16)
	6596.1(17)
	714.2(19)
	18.9(4)

	O7
	3609.9(16)
	6484.2(17)
	3181.7(18)
	16.9(4)

	O8
	4302.5(15)
	4889.4(17)
	3875.8(18)
	17.1(4)

	C1
	1806(2)
	3977(2)
	2172(2)
	14.4(5)

	C2
	1163(2)
	4834(2)
	1319(2)
	14.0(5)

	C3
	1722(2)
	5903(2)
	1176(3)
	14.6(5)

	C4
	2713(2)
	5652(2)
	894(2)
	13.6(5)

	C5
	3376(2)
	4896(2)
	1829(2)
	13.6(5)

	C6
	2822(2)
	3804(2)
	1907(3)
	15.0(5)

	C7
	1953(2)
	4248(2)
	3480(2)
	14.4(5)

	C8
	178(2)
	5076(2)
	1610(2)
	14.2(5)

	C9
	3276(2)
	6671(2)
	659(2)
	15.3(5)

	C10
	3778(2)
	5475(2)
	3031(2)
	14.2(5)

	O1W
	609.1(18)
	7125.5(18)
	3802.4(19)
	22.3(5)

	O2W
	2097.7(17)
	1318.1(19)
	3401(2)
	22.7(5)

	O3W
	1109.8(18)
	578.4(19)
	1046(2)
	22.9(5)

	O4W
	-99.4(16)
	3265.7(18)
	4037.6(18)
	17.9(4)

	O5W
	3238.8(16)
	5061.3(17)
	5931.0(19)
	17.2(4)

	O6W
	4269.8(16)
	2701(2)
	5126(2)
	23.4(5)

	O7W
	5985.5(18)
	5442(2)
	1729(2)
	24.4(5)

	O8W
	5406.4(16)
	3340.7(18)
	2407.4(19)
	19.7(4)

	O9W
	2175.3(17)
	8624(2)
	2633.7(19)
	22.7(5)


 

	Table 3 Anisotropic Displacement Parameters (Å2×103) for 13srv063. The Anisotropic displacement factor exponent takes the form: -2π2[h2a*2U11+...+2hka×b×U12]

	Atom
	U11
	U22
	U33
	U23
	U13
	U12

	Ca1
	15.4(3)
	15.2(3)
	14.2(3)
	-0.5(2)
	4.3(2)
	-0.5(2)

	Ca2
	14.3(3)
	14.8(3)
	14.1(3)
	-0.4(2)
	3.6(2)
	0.2(2)

	O1
	22.6(11)
	16.9(10)
	14(1)
	-1.6(8)
	3.9(8)
	1.5(8)

	O2
	17(1)
	16.8(10)
	15.6(10)
	1.9(8)
	3.8(8)
	1.1(8)

	O3
	20.2(10)
	14.6(10)
	18.7(10)
	0.5(8)
	6.7(8)
	-2.7(8)

	O4
	17.9(10)
	14.4(10)
	17.1(10)
	0.4(8)
	4.5(8)
	1.2(8)

	O5
	18.1(10)
	13.0(9)
	23.1(11)
	3.0(8)
	5.9(8)
	1.3(8)

	O6
	16(1)
	16.9(10)
	24.4(11)
	1.9(8)
	6.7(8)
	-0.1(8)

	O7
	20.2(10)
	15.4(10)
	14.2(9)
	-1.5(7)
	2.9(8)
	1.2(8)

	O8
	18.2(10)
	17.3(10)
	14.4(10)
	0.8(8)
	1.8(8)
	1.2(8)

	C1
	16.0(13)
	13.3(12)
	13.9(12)
	1.8(10)
	4(1)
	0.4(10)

	C2
	13.0(12)
	13.9(12)
	14.3(12)
	0.1(10)
	2(1)
	-1.1(10)

	C3
	13.8(13)
	13.0(12)
	16.8(13)
	3.1(10)
	3.8(10)
	0.1(10)

	C4
	15.9(13)
	13.9(12)
	10.8(12)
	-1(1)
	2.9(10)
	-1.3(10)

	C5
	15.7(13)
	10.8(12)
	13.5(12)
	0.8(10)
	2.9(10)
	1.6(10)

	C6
	16.8(13)
	11.2(12)
	15.3(13)
	0.1(10)
	1.6(10)
	-0.4(10)

	C7
	13.2(12)
	17.0(13)
	12.5(12)
	1(1)
	2.3(10)
	-1.8(10)

	C8
	14.3(13)
	16.3(13)
	10.3(12)
	0(1)
	0.4(10)
	-0.9(10)

	C9
	17.1(13)
	15.2(13)
	13.2(12)
	1.3(10)
	3.2(10)
	0(1)

	C10
	12.6(12)
	18.0(13)
	12.5(12)
	1.3(10)
	4(1)
	-1.4(10)

	O1W
	32.1(13)
	15(1)
	17.7(10)
	-1.1(8)
	3.1(9)
	3.1(9)

	O2W
	21.6(11)
	17.8(11)
	29.3(12)
	-2.7(9)
	7.9(9)
	-1.8(8)

	O3W
	28.6(12)
	19.3(11)
	21.1(11)
	0.4(9)
	7.5(9)
	5.9(9)

	O4W
	19(1)
	18.7(10)
	15.8(10)
	-0.5(8)
	4.3(8)
	-1.6(8)

	O5W
	18.6(10)
	15.4(10)
	16.7(10)
	-0.5(8)
	3.0(8)
	-0.2(8)

	O6W
	16.4(11)
	27.1(12)
	27.3(12)
	8.4(9)
	7.1(9)
	1.5(9)

	O7W
	23.3(12)
	26.0(12)
	22.4(11)
	5.1(9)
	3.9(9)
	2.1(9)

	O8W
	21.0(11)
	18.3(10)
	19.5(10)
	-1.4(8)
	5.0(8)
	1.3(8)

	O9W
	20.1(11)
	29.5(12)
	18.4(10)
	5.4(9)
	5.2(8)
	-3.6(9)


 

	Table 4 Bond Lengths for 13srv063.

	Atom
	Atom
	Length/Å
	 
	Atom
	Atom
	Length/Å

	Ca1
	O1
	2.343(2)
	 
	O6
	Ca25
	2.470(2)

	Ca1
	O51
	2.283(2)
	 
	O6
	C9
	1.257(4)

	Ca1
	O1W
	2.376(2)
	 
	O7
	C10
	1.255(4)

	Ca1
	O3W2
	2.347(2)
	 
	O8
	Ca24
	2.350(2)

	Ca1
	O4W3
	2.439(2)
	 
	O8
	C10
	1.272(3)

	Ca1
	O5W
	2.539(2)
	 
	C1
	C2
	1.542(4)

	Ca1
	O9W1
	2.471(2)
	 
	C1
	C6
	1.541(4)

	Ca2
	O51
	2.509(2)
	 
	C1
	C7
	1.527(4)

	Ca2
	O61
	2.470(2)
	 
	C2
	C3
	1.533(4)

	Ca2
	O8
	2.525(2)
	 
	C2
	C8
	1.527(4)

	Ca2
	O84
	2.350(2)
	 
	C3
	C4
	1.532(4)

	Ca2
	O5W
	2.454(2)
	 
	C4
	C5
	1.526(4)

	Ca2
	O6W4
	2.383(2)
	 
	C4
	C9
	1.518(4)

	Ca2
	O8W4
	2.520(2)
	 
	C5
	C6
	1.535(4)

	O1
	C7
	1.254(4)
	 
	C5
	C10
	1.535(4)

	O2
	C7
	1.268(3)
	 
	C9
	Ca25
	2.856(3)

	O3
	C8
	1.269(3)
	 
	O3W
	Ca16
	2.347(2)

	O4
	C8
	1.261(3)
	 
	O4W
	Ca13
	2.439(2)

	O5
	Ca15
	2.283(2)
	 
	O6W
	Ca24
	2.383(2)

	O5
	Ca25
	2.509(2)
	 
	O8W
	Ca24
	2.520(2)

	O5
	C9
	1.272(3)
	 
	O9W
	Ca15
	2.471(2)


1+X,3/2-Y,1/2+Z; 2+X,1/2-Y,1/2+Z; 3-X,1-Y,1-Z; 41-X,1-Y,1-Z; 5+X,3/2-Y,-1/2+Z; 6+X,1/2-Y,-1/2+Z

 
	Table 5 Bond Angles for 13srv063.

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

	O1
	Ca1
	O1W
	71.61(8)
	 
	C7
	O1
	Ca1
	137.82(18)

	O1
	Ca1
	O3W1
	83.01(8)
	 
	Ca15
	O5
	Ca25
	108.77(8)

	O1
	Ca1
	O4W2
	124.22(8)
	 
	C9
	O5
	Ca15
	152.07(19)

	O1
	Ca1
	O5W
	73.27(7)
	 
	C9
	O5
	Ca25
	92.23(17)

	O1
	Ca1
	O9W3
	150.39(8)
	 
	C9
	O6
	Ca25
	94.43(17)

	O53
	Ca1
	O1
	96.64(8)
	 
	C10
	O7
	Ca2
	93.30(16)

	O53
	Ca1
	O1W
	84.61(8)
	 
	Ca24
	O8
	Ca2
	109.02(8)

	O53
	Ca1
	O3W1
	151.90(9)
	 
	C10
	O8
	Ca2
	94.07(17)

	O53
	Ca1
	O4W2
	120.77(8)
	 
	C10
	O8
	Ca24
	149.61(19)

	O53
	Ca1
	O5W
	74.45(7)
	 
	C6
	C1
	C2
	111.2(2)

	O53
	Ca1
	O9W3
	86.97(8)
	 
	C7
	C1
	C2
	114.0(2)

	O1W
	Ca1
	O4W2
	72.56(8)
	 
	C7
	C1
	C6
	110.5(2)

	O1W
	Ca1
	O5W
	136.30(8)
	 
	C3
	C2
	C1
	113.9(2)

	O1W
	Ca1
	O9W3
	137.97(8)
	 
	C8
	C2
	C1
	112.4(2)

	O3W1
	Ca1
	O1W
	121.24(9)
	 
	C8
	C2
	C3
	112.2(2)

	O3W1
	Ca1
	O4W2
	80.69(8)
	 
	C4
	C3
	C2
	111.8(2)

	O3W1
	Ca1
	O5W
	78.62(8)
	 
	C5
	C4
	C3
	111.5(2)

	O3W1
	Ca1
	O9W3
	80.35(8)
	 
	C9
	C4
	C3
	114.8(2)

	O4W2
	Ca1
	O5W
	150.79(7)
	 
	C9
	C4
	C5
	111.6(2)

	O4W2
	Ca1
	O9W3
	76.87(7)
	 
	C4
	C5
	C6
	109.5(2)

	O9W3
	Ca1
	O5W
	79.52(7)
	 
	C4
	C5
	C10
	113.1(2)

	O53
	Ca2
	O8
	117.28(7)
	 
	C10
	C5
	C6
	113.3(2)

	O53
	Ca2
	O8W4
	79.36(7)
	 
	C5
	C6
	C1
	113.6(2)

	O63
	Ca2
	O53
	52.31(7)
	 
	O1
	C7
	O2
	124.1(3)

	O63
	Ca2
	O8
	144.51(7)
	 
	O1
	C7
	C1
	118.3(2)

	O63
	Ca2
	O8W4
	73.35(7)
	 
	O2
	C7
	C1
	117.6(2)

	O84
	Ca2
	O53
	156.38(8)
	 
	O3
	C8
	C2
	117.9(2)

	O84
	Ca2
	O63
	134.07(8)
	 
	O4
	C8
	O3
	122.6(3)

	O84
	Ca2
	O8
	70.98(8)
	 
	O4
	C8
	C2
	119.4(2)

	O84
	Ca2
	O5W
	89.00(7)
	 
	O5
	C9
	Ca25
	61.35(15)

	O84
	Ca2
	O6W4
	79.06(8)
	 
	O5
	C9
	C4
	119.7(3)

	O84
	Ca2
	O8W4
	81.94(7)
	 
	O6
	C9
	Ca25
	59.55(15)

	O5W
	Ca2
	O53
	72.19(7)
	 
	O6
	C9
	O5
	120.4(3)

	O5W
	Ca2
	O63
	119.33(7)
	 
	O6
	C9
	C4
	119.8(2)

	O5W
	Ca2
	O8
	78.76(7)
	 
	C4
	C9
	Ca25
	175.52(19)

	O5W
	Ca2
	O8W4
	74.37(7)
	 
	O7
	C10
	Ca2
	61.17(14)

	O6W4
	Ca2
	O53
	120.83(8)
	 
	O7
	C10
	O8
	120.8(3)

	O6W4
	Ca2
	O63
	73.72(8)
	 
	O7
	C10
	C5
	122.0(2)

	O6W4
	Ca2
	O8
	91.69(8)
	 
	O8
	C10
	Ca2
	60.05(14)

	O6W4
	Ca2
	O5W
	166.69(8)
	 
	O8
	C10
	C5
	117.2(2)

	O6W4
	Ca2
	O8W4
	109.29(8)
	 
	C5
	C10
	Ca2
	173.22(19)

	O8W4
	Ca2
	O8
	141.90(7)
	 
	Ca2
	O5W
	Ca1
	102.59(8)


1+X,1/2-Y,1/2+Z; 2-X,1-Y,1-Z; 3+X,3/2-Y,1/2+Z; 41-X,1-Y,1-Z; 5+X,3/2-Y,-1/2+Z

 

	Table 6 Hydrogen Bonds for 13srv063. 

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

	O1W
	H1WA
	O4
	0.9000(10)
	1.986(13)
	2.862(3)
	164(4)

	O1W
	H1WB
	O31
	0.9000(11)
	1.766(5)
	2.664(3)
	175(5)

	O2W
	H2WA
	O2
	0.8999(11)
	1.918(4)
	2.816(3)
	175(3)

	O2W
	H2WB
	O42
	0.8999(10)
	1.875(12)
	2.757(3)
	166(4)

	O3W
	H3WA
	O4W3
	0.9000(10)
	2.028(18)
	2.857(3)
	153(4)

	O3W
	H3WB
	O2W
	0.9000(10)
	2.001(12)
	2.874(3)
	163(4)

	O4W
	H4WA
	O3
	0.9000(10)
	1.901(11)
	2.780(3)
	165(4)

	O4W
	H4WB
	O42
	0.9000(10)
	1.876(8)
	2.772(3)
	173(6)

	O5W
	H5WA
	O2
	0.9000(10)
	1.842(6)
	2.733(3)
	170(3)

	O5W
	H5WB
	O7W4
	0.9000(10)
	1.880(13)
	2.732(3)
	157(3)

	O6W
	H6WA
	O8W5
	0.8999(10)
	2.199(17)
	2.990(3)
	146(3)

	O6W
	H6WB
	O2
	0.8999(10)
	1.849(9)
	2.725(3)
	164(3)

	O7W
	H7WA
	O6
	0.9000(10)
	1.932(8)
	2.825(3)
	171(5)

	O7W
	H7WB
	O2W6
	0.9000(10)
	2.09(2)
	2.909(3)
	151(4)

	O8W
	H8WA
	O7W
	0.8999(10)
	1.970(11)
	2.825(3)
	158(3)

	O8W
	H8WB
	O77
	0.8999(10)
	1.901(6)
	2.797(3)
	173(4)

	O9W
	H9WA
	O7
	0.85
	2.57
	3.208(3)
	133.0

	O9W
	H9WB
	O1W
	0.85
	2.56
	3.388(3)
	164.4


1-X,1/2+Y,1/2-Z; 2-X,-1/2+Y,1/2-Z; 3+X,1/2-Y,-1/2+Z; 41-X,1-Y,1-Z; 5+X,1/2-Y,1/2+Z; 61-X,1/2+Y,1/2-Z; 71-X,-1/2+Y,1/2-Z

 

	Table 7 Hydrogen Atom Coordinates (Å×104) and Isotropic Displacement Parameters (Å2×103) for 13srv063. 

	Atom
	x
	y
	z
	U(eq)

	H3A
	1270(20)
	6370(30)
	540(30)
	5(7)

	H3B
	1870(20)
	6320(30)
	1880(30)
	11(8)

	H5
	4020(30)
	4690(30)
	1570(30)
	21(9)

	H1
	1420(20)
	3250(30)
	2020(30)
	10(8)

	H2
	940(20)
	4420(30)
	530(30)
	10(8)

	H6A
	2720(20)
	3450(30)
	1150(30)
	10(8)

	H6B
	3230(30)
	3290(30)
	2530(40)
	28(10)

	H4
	2550(20)
	5240(30)
	120(30)
	4(7)

	H1WA
	490(30)
	6720(30)
	3130(20)
	45(13)

	H1WB
	490(40)
	7849(12)
	3610(50)
	66(17)

	H2WA
	2220(20)
	2027(12)
	3650(40)
	45(13)

	H2WB
	1502(16)
	1190(30)
	3540(40)
	46(14)

	H3WA
	830(30)
	1140(20)
	550(30)
	47(14)

	H3WB
	1400(40)
	950(30)
	1720(20)
	75(19)

	H4WA
	-60(30)
	3640(20)
	3385(19)
	35(12)

	H4WB
	-80(40)
	2551(8)
	3810(30)
	75(19)

	H5WA
	2960(30)
	4502(19)
	5440(20)
	40(13)

	H5WB
	3430(30)
	4710(30)
	6634(15)
	41(13)

	H6WA
	4350(20)
	2360(30)
	5828(17)
	31(11)

	H6WB
	3619(9)
	2890(40)
	4930(30)
	45(13)

	H7WA
	5434(16)
	5810(40)
	1340(40)
	80(20)

	H7WB
	6450(20)
	5740(40)
	1420(40)
	76(19)

	H8WA
	5650(30)
	3900(16)
	2060(30)
	39(12)

	H8WB
	5760(20)
	2752(15)
	2270(30)
	32(11)

	H9WA
	2781
	8412
	2833
	34

	H9WB
	1815
	8138
	2849
	34


