Table 4. Refined atomic positions
	q*
	1.0
	0.75
	0.5
	0.25

	Atom
	neq†
	W‡ 
	x,y,z
	 400 MPa 
	 360 MPa 
	200 MPa 
	360 MPa
	200 MPa
	370 MPa

	
	
	
	
	500 ºC
	500 ºC
	500 ºC
	500 ºC
	500 ºC
	500 ºC

	
	
	
	
	Run no.41
	Run no.27
	Run no.22
	Run no.21
	Run no.38
	Run no.30

	Fe3+
	0.91
	0.58
	0.39
	0.39
	0.12
	0.12

	Mn3+
	-
	0.21
	0.53
	0.53
	0.78
	0.73

	Total of Fe3++Mn3+
	0.91
	0.79
	0.92
	0.92
	0.90 
	0.85

	O1
	4
	f
	x
	0.235(1)
	0.2311(7)
	0.2376(4)
	0.2373(8)
	0.2313(9)
	0.2328(7)

	
	
	
	y
	0.993(2)
	0.988(1)
	0.984(1)
	0.985(1)
	0.983(1)
	0.992(1)

	
	
	
	z
	0.041(1)
	0.0362(7)
	0.0363(9)
	0.0349(7)
	0.0329(8)
	0.0346(6)

	O2
	4
	f
	x
	0.305(1)
	0.3077(7)
	0.302(1)
	0.3062(9)
	0.3097(9)
	0.3061(7)

	
	
	
	y
	0.977(2)
	0.978(1)
	0.982(2)
	0.981(1)
	0.981(1)
	0.9794(9)

	
	
	
	z
	0.355(1)
	0.3570(8)
	0.355(1)
	0.3566(8)
	0.362(1)
	0.3433(6)

	O3
	4
	f
	x
	0.798(1)
	0.8011(8)
	0.805(1)
	0.8018(9)
	0.796(1)
	0.7982(8)

	
	
	
	y
	0.015(2)
	0.019(1)
	0.017(1)
	0.018(1)
	0.016(1)
	0.019(1)

	
	
	
	z
	0.342(1)
	0.3476(7)
	0.3479(9)
	0.3487(8)
	0.3449(9)
	0.3433(6)

	O4
	2
	e
	x
	0.052(2)
	0.055(1)
	0.062(1)
	0.062(1)
	0.066(1)
	0.062(1)

	
	
	
	y
	1/4
	1/4
	1/4
	1/4
	1/4
	1/4

	
	
	
	z
	0.129(2)
	0.140(1)
	0.135(2)
	0.1369(2)
	0.133(1)
	0.137(1)

	O5
	2
	e
	x
	0.036(2)
	0.0379(8)
	0.049(1)
	0.0464(9)
	0.042(1)
	0.041(1)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	
	
	
	z
	0.151(2)
	0.1464(7)
	0.153(1)
	0.1480(6)
	0.153(1)
	0.148(1)

	O6
	2
	e
	x
	0.062(2)
	0.0535(7)
	0.063(1)
	0.0612(8)
	0.062(1)
	0.064(1)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	
	
	
	z
	0.411(2)
	0.402(1)
	0.415(1)
	0.408(1)
	0.409(1)
	0.408(1)

	O7
	2
	e
	x
	0.516(2)
	0.5207(7)
	0.523(2)
	0.5182(9)
	0.522(1)
	0.514(1)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	
	
	
	z
	0.173(2)
	0.1782(7)
	0.172(1)
	0.1773(7)
	0.182(1)
	0.1793(9)

	O8
	2
	e
	x
	0.524(2)
	0.5222(8)
	0.518(2)
	0.5182(9)
	0.525(1)
	0.523(1)

	
	
	
	y
	1/4
	1/4
	1/4
	1/4
	1/4
	1/4

	
	
	
	z
	0.309(2)
	0.3076(9)
	0.307(1)
	0.301(1)
	0.303(1)
	0.3100(9)

	O9
	2
	e
	x
	0.646(2)
	0.622(1)
	0.615(1)
	0.619(1)
	0.622(1)
	0.622(1)

	
	
	
	y
	1/4
	1/4
	1/4
	1/4
	1/4
	1/4

	
	
	
	z
	0.104(2)
	0.098(1)
	0.102(1)
	0.098(1)
	0.100(1)
	0.0975(9)

	O10
	2
	e
	x
	0.071(2)
	0.076(1)
	0.083(2)
	0.079(1)
	0.075(1)
	0.083(1)

	
	
	
	y
	1/4
	1/4
	1/4
	1/4
	1/4
	1/4

	
	
	
	z
	0.425(2)
	0.429(1)
	0.425(1)
	0.428(1)
	0.417(1)
	0.4308(9)

	Ca1
	2
	e
	x
	0.7528(6)
	0.7541(4)
	0.7571(6)
	0.7539(4)
	0.7558(5)
	0.7554(4)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	
	
	
	z
	0.1498(7)
	0.1498(4)
	0.1508(6)
	0.1492(4)
	0.1547(5)
	0.1520(4)

	Ca2
	2
	e
	x
	0.6092(7)
	0.6057(4)
	0.5988(6)
	0.6000(5)
	0.5993(5)
	0.6006(5)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	
	
	
	z
	0.4222(6)
	0.4247(4)
	0.4197(5)
	0.4229(4)
	0.4212(4)
	0.4233(3)

	M1
	2
	a
	x
	0
	0
	0
	0
	0
	0

	
	
	
	y
	0
	0
	0
	0
	0
	0

	
	
	
	z
	0
	0
	0
	0
	0
	0

	M2
	2
	c
	x
	0
	0
	0
	0
	0
	0

	
	
	
	y
	0
	0
	0
	0
	0
	0

	
	
	
	z
	1/2
	1/2
	1/2
	1/2
	1/2
	1/2

	M3
	2
	e
	x
	0.2959(5)
	0.2948(4)
	0.2941(5)
	0.2955(4)
	0.3002(5)
	0.2983(4)

	
	
	
	y
	1/4
	1/4
	1/4
	1/4
	1/4
	1/4

	
	
	
	z
	0.2262(5)
	0.2245(3)
	0.2263(4)
	0.2261(4)
	0.2253(4)
	0.2240(3)

	Si1
	2
	e
	x
	0.3380(9)
	0.3399(5)
	0.3431(7)
	0.3401(6)
	0.3408(7)
	0.3374(5)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	
	
	
	z
	0.0461(7)
	0.0475(4)
	0.0475(6)
	0.0469(5)
	0.0469(6)
	0.0460(4)

	Si2
	2
	e
	x
	0.6814(9)
	0.6812(6)
	0.6831(8)
	0.6828(7)
	0.6867(8)
	0.6847(5)

	
	
	
	y
	1/4
	1/4
	1/4
	1/4
	1/4
	1/4

	
	
	
	z
	0.2766(9)
	0.2726(5)
	0.2734(7)
	0.2750(5)
	0.2784(6)
	0.2748(4)

	Si3
	2
	e
	x
	0.1885(9)
	0.1873(5)
	0.1881(7)
	0.1871(6)
	0.1879(6)
	0.1872(5)

	
	
	
	y
	3/4
	3/4
	3/4
	3/4
	3/4
	3/4

	 
	 
	 
	z
	0.324(1)
	0.3225(5)
	0.3267(8)
	0.3245(6)
	0.3226(7)
	0.3218(5)


TABLE 5. Interatomic distances (Å)
	q*
	1.0
	0.75
	0.5
	0.25

	Synthesis P(MPa)
	400
	360
	200
	360
	200
	370

	 T(ºC)
	500
	500
	500
	500
	500
	500

	Run no.
	41
	27
	22
	21
	38
	30

	Fe3+
	0.91
	0.58
	0.39
	0.39
	0.12
	0.12

	Mn3+
	 -
	0.21
	0.53
	0.53
	0.78
	0.73

	Total of Fe3++Mn3+
	0.91
	0.79
	0.92
	0.92
	0.90 
	0.85

	Ca1-O1
	×2
	2.46(1)
	2.455(7)
	2.441(9)
	2.427(7)
	2.476(8)
	2.435(6)

	 -O3
	×2
	2.35(1)
	2.410(7)
	2.396(9)
	2.422(8)
	2.356(9)
	2.370(6)

	 -O5
	
	2.51(1)
	2.541(8)
	2.58(1)
	2.605(8)
	2.55(1)
	2.556(8)

	 -O6
	
	2.89(1)
	2.797(9)
	2.89(1)
	2.867(9)
	2.84(1)
	2.856(8)

	 -O7
	
	2.22(1)
	2.216(8)
	2.18(1)
	2.234(9)
	2.21(1)
	2.272(9)

	Average
	
	2.46
	2.469
	2.47
	2.486
	2.47
	2.471

	 -O9 
	×2
	2.946(4)
	3.022(3)
	3.048(4)
	3.031(3)
	3.031(3)
	3.030(3)

	Average
	
	2.57
	2.592
	2.60
	2.607
	2.59
	2.595

	Ca2-O2 
	×2
	2.80(1)
	2.757(7)
	2.759(9)
	2.733(8)
	2.713(8)
	2.727(6)

	 -O2' 
	×2
	2.57(1)
	2.533(8)
	2.57(1)
	2.539(8)
	2.51(1)
	2.556(6)

	 -O3 
	×2
	2.62(1)
	2.667(7)
	2.71(1)
	2.693(8)
	2.663(9)
	2.699(6)

	 -O7
	
	2.30(2)
	2.287(8)
	2.31(1)
	2.283(7)
	2.23(1)
	2.260(8)

	 -O10
	
	2.59(1)
	2.574(9)
	2.58(1)
	2.59(1)
	2.64(1)
	2.548(8)

	Average
	
	2.61
	2.597
	2.62
	2.600 
	2.58
	2.597

	 -O8 
	×2
	3.015(6)
	3.035(3)
	3.019(5)
	3.049(4)
	3.038(4)
	3.025(3)

	Average
	
	2.69
	2.685
	2.70 
	2.69
	2.67
	2.682

	M1-O1
	×2
	1.95(1)
	1.926(6)
	1.98(1)
	1.985(7)
	1.937(7)
	1.941(6)

	 -O4
	×2
	1.85(1)
	1.915(7)
	1.88(1)
	1.894(8)
	1.869(8)
	1.897(6)

	 -O5
	×2
	2.00(1)
	1.975(7)
	2.00(1)
	1.977(8)
	2.014(9)
	1.982(6)

	Average
	
	1.93
	1.939
	1.95
	1.953
	1.940 
	1.940 

	M2-O3
	×2
	1.83(1)
	1.788(7)
	1.758(8)
	1.776(7)
	1.824(8)
	1.817(6)

	 -O6
	×2
	1.88(1)
	1.904(5)
	1.86(1)
	1.900(5)
	1.897(9)
	1.912(7)

	 -O10
	×2
	1.84(1)
	1.847(7)
	1.90(1)
	1.866(7)
	1.913(9)
	1.870(6)

	Average
	
	1.85
	1.846
	1.84
	1.847
	1.878
	1.866

	M3-O1
	×2
	2.25(1)
	2.293(6)
	2.328(8)
	2.333(6)
	2.337(8)
	2.287(5)

	 -O2
	×2
	2.00(1)
	2.014(7)
	1.98(1)
	1.997(7)
	2.042(8)
	2.011(6)

	 -O4
	
	1.96(1)
	1.925(8)
	1.86(1)
	1.874(8)
	1.88(1)
	1.891(9)

	 -O8
	
	1.83(2)
	1.827(7)
	1.80(1)
	1.80(1)
	1.81(1)
	1.802(8)

	Average
	
	2.05
	2.061
	2.05
	2.056
	2.075
	2.048

	Si1-O1 
	×2
	1.638(9)
	1.633(6)
	1.60(1)
	1.588(6)
	1.610(7)
	1.630(5)

	 -O7
	
	1.55(1)
	1.58(1)
	1.55(1)
	1.57(1)
	1.61(1)
	1.572(8)

	 -O9
	
	1.59(2)
	1.658(9)
	1.71(1)
	1.66(1)
	1.66(1)
	1.648(8)

	Average
	
	1.60
	1.62
	1.62
	1.60
	1.62
	1.620 

	Si2-O3
	×2
	1.63(1)
	1.651(7)
	1.667(8)
	1.650(7)
	1.611(8)
	1.617(6)

	 -O8
	
	1.57(2)
	1.60(1)
	1.64(1)
	1.59(1)
	1.56(1)
	1.62(1)

	 -O9
	
	1.65(2)
	1.62(1)
	1.58(1)
	1.64(1)
	1.66(1)
	1.642(8)

	Average
	
	1.62
	1.63
	1.64
	1.63
	1.61
	1.624

	Si3-O2
	×2
	1.591(9)
	1.619(6)
	1.603(9)
	1.623(7)
	1.634(8)
	1.616(5)

	 -O5
	
	1.70(2)
	1.71(1)
	1.67(1)
	1.69(1)
	1.66(1)
	1.684(9)

	 -O6
	
	1.70(2)
	1.70(1)
	1.70(1)
	1.67(1)
	1.70(1)
	1.67(1)

	Average
	
	1.65
	1.66
	1.64
	1.65
	1.66
	1.647


* Abbreviations as in Table 1.

Table 6. Selected interatomic angles (º)
 

	q* 
	1.0
	0.75
	0.5 
	0.25

	Synthesis P (MPa)
	400
	360
	200
	360
	200
	370

	 T (ºC)
	500
	500
	500
	500
	500
	500

	Run no.
	41
	27
	22
	21
	38
	30

	Fe3+
	0.91
	0.58
	0.39
	0.39
	0.12
	0.12

	Mn3+
	-
	0.21
	0.53
	0.53
	0.78
	0.73

	Total of Fe3++Mn3+
	0.91
	0.79
	0.92
	0.92
	0.90 
	0.85

	O1-M1-O4
	86.9(5)
	88.4(3)
	86.7(4)
	87.1(3)
	86.2(4)
	86.2(3)

	O1-M1-O5
	88.9(4)
	89.6(3)
	92.0(4)
	91.4(3)
	90.0(4)
	89.5(3)

	O4-M1-O5
	94.7(5)
	93.5(3)
	93.9(3)
	94.3(1)
	94.6(3)
	94.4(2)

	O3-M2-O6
	89.7(5)
	88.1(3)
	90.7(4)
	90.2(3)
	90.2(4)
	90.2(3)

	O3-M2-O10
	91.0(5)
	89.7(3)
	89.5(5)
	89.1(4)
	90.7(4)
	88.6(3)

	O6-M2-O10
	98.6(5)
	98.4(3)
	97.6(3)
	97.7(2)
	96.2(3)
	97.5(3)

	O1-M3-O1'
	80.1(5)
	80.6(3)
	80.6(4)
	80.1(3)
	80.7(4)
	79.7(3)

	O1-M3-O2
	88.9(4)
	89.3(3)
	89.1(3)
	89.7(2)
	90.3(3)
	89.5(2)

	O1-M3-O4
	76.3(5)
	78.36(3)
	77.8(1)
	78.1(2)
	75.3(3)
	77.2(3)

	O1-M3-O8
	101.9(5)
	102.3(2)
	100.3(4)
	99.4(3)
	102.1(3)
	103.7(2)

	O2-M3-O2′
	100.6(6)
	99.4(4)
	99.9(5)
	99.5(4)
	96.8(5)
	99.5(3)

	O2-M3-O4
	93.0(4)
	92.0(3)
	92.7(3)
	92.8(2)
	93.1(4)
	91.4(3)

	O2-M3-O8
	88.5(4)
	87.6(2)
	89.0(3)
	89.4(3)
	89.3(3)
	87.9(2)

	O1-Si1-O1′
	113.7(9)
	110.7(6)
	111.8(6)
	113.7(7)
	110.3(7)
	114.3(5)

	O1-Si1-O7
	112.5(5)
	114.7(3)
	115.2(4)
	113.8(3)
	115.0(4)
	112.9(3)

	O1-Si1-O9
	104.3(5)
	106.4(3)
	106.3(4)
	105.7(3)
	105.5(4)
	105.8(3)

	O7-Si1-O9
	108.6(9)
	103.0(5)
	100.5(6)
	102.9(5)
	104.6(6)
	104.1(5)

	O3-Si2-O3′
	108.1(9)
	104.8(5)
	104.3(7)
	105.4(6)
	110.9(7)
	108.3(5)

	O3-Si2-O8
	112.4(6)
	110.9(4)
	111.8(5)
	112.2(4)
	111.2(5)
	110.5(3)

	O3-Si2-O9
	103.3(6)
	110.4(4)
	111.5(5)
	110.5(4)
	108.9(5)
	109.2(3)

	O8-Si2-O9
	116.5(9)
	109.5(5)
	106.1(8)
	106.0(6)
	105.6(7)
	109.1(5)

	O2-Si3-O2′
	107.2(8)
	105.9(5)
	109.5(7)
	107.1(6)
	106.3(6)
	107.1(5)


	O2-Si3-O5
	111.4(6)
	111.8(4)
	108.2(5)
	109.5(4)
	113.2(5)
	110.8(3)

	O2-Si3-O6
	114.8(6)
	115.5(4)
	114.3(5)
	114.8(4)
	112.9(5)
	114.1(3)

	O5-Si3-O6
	97.3(8)
	96.4(5)
	101.8(7)
	100.9(5)
	98.5(6)
	99.9(5)

	Si1-O9-Si2
	165.5(11)
	151.9(6)
	148.5(8)
	150.4(7)
	151.4(7)
	150.6(5)


* Abbreviations as in Table 1.

