	Table 4a (deposited). Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å2) for Donpeacorite DP N.1 sample (see also Table 1a)

	
	x
	y
	z
	Uiso*/Ueq
	Occ. (<1)

	Untreated

	SiA
	0.271031 (16)
	0.34115 (3)
	0.04763 (6)
	0.00686 (7)

	SiB
	0.475006 (16)
	0.33794 (3)
	0.79557 (6)
	0.00698 (7)
	0.9973(14)

	AlB
	0.475006 (16)
	0.33794 (3)
	0.79557 (6)
	0.00698 (7)
	0.0027(14)

	O1A
	0.18326 (4)
	0.33835 (8)
	0.04091 (16)
	0.00819 (14)
	0.25

	O1A+
	0.18326 (4)
	0.33835 (8)
	0.04091 (16)
	0.00819 (14)
	0.75

	O1B
	0.56302 (4)
	0.33838 (8)
	0.79758 (16)
	0.00814 (14)
	0.25

	O1B+
	0.56302 (4)
	0.33838 (8)
	0.79758 (16)
	0.00814 (14)
	0.75

	O2A
	0.30977 (4)
	0.50157 (9)
	0.04597 (16)
	0.00985 (14)
	0.25

	O2A+
	0.30977 (4)
	0.50157 (9)
	0.04597 (16)
	0.00985 (14)
	0.75

	O2B
	0.43528 (5)
	0.48772 (9)
	0.70166 (17)
	0.01149 (15)
	0.25

	O2B+
	0.43528 (5)
	0.48772 (9)
	0.70166 (17)
	0.01149 (15)
	0.75

	O3A
	0.30224 (4)
	0.22930 (10)
	−0.17796 (16)
	0.01097 (15)
	0.25

	O3A+
	0.30224 (4)
	0.22930 (10)
	−0.17796 (16)
	0.01097 (15)
	0.75

	O3B
	0.44755 (4)
	0.20430 (10)
	0.59128 (16)
	0.01095 (15)
	0.25

	O3B+
	0.44755 (4)
	0.20430 (10)
	0.59128 (16)
	0.01095 (15)
	0.75

	MgM1
	0.37531 (2)
	0.65407 (4)
	0.87231 (8)
	0.00742 (12)
	0.9948(18)

	Fe3+
	0.37531 (2)
	0.65407 (4)
	0.87231 (8)
	0.00742 (12)
	0.0000(1)

	MnM1
	0.37531 (2)
	0.65407 (4)
	0.87231 (8)
	0.00742 (12)
	0.0039(19)

	CrM1
	0.37531 (2)
	0.65407 (4)
	0.87231 (8)
	0.00742 (12)
	0.0000(1)

	TiM1
	0.37531 (2)
	0.65407 (4)
	0.87231 (8)
	0.00742 (12)
	0.0013(7)

	MgM2
	0.377541 (13)
	0.47982 (3)
	0.36860 (4)
	0.01119 (8)
	0.436(2)

	CaM2
	0.377541 (13)
	0.47982 (3)
	0.36860 (4)
	0.01119 (8)
	0.0248(19)

	MnM2
	0.377541 (13)
	0.47982 (3)
	0.36860 (4)
	0.01119 (8)
	0.539(2)

	NaM2
	0.377541 (13)
	0.47982 (3)
	0.36860 (4)
	0.01119 (8)
	0.0000(1)

	
	
	
	
	
	

	Annealed for 48h, 1273K

	SiA
	0.271278 (15)
	0.34083 (3)
	0.04921 (6)
	0.00679 (7)

	SiB
	0.474913 (16)
	0.33770 (3)
	0.79411 (6)
	0.00690 (7)
	0.9971(14)

	AlB
	0.474913 (16)
	0.33770 (3)
	0.79411 (6)
	0.00690 (7)
	0.0029(14)

	O1A
	0.18355 (4)
	0.33869 (8)
	0.04165 (15)
	0.00820 (13)
	0.25

	O1A+
	0.18355 (4)
	0.33869 (8)
	0.04165 (15)
	0.00820 (13)
	0.75

	O1B
	0.56298 (4)
	0.33907 (8)
	0.79599 (15)
	0.00835 (13)
	0.25

	O1B+
	0.56298 (4)
	0.33907 (8)
	0.79599 (15)
	0.00835 (13)
	0.75

	O2A
	0.31003 (4)
	0.50117 (8)
	0.04768 (15)
	0.00985 (14)
	0.25

	O2A+
	0.31003 (4)
	0.50117 (8)
	0.04768 (15)
	0.00985 (14)
	0.75

	O2B
	0.43490 (5)
	0.48691 (9)
	0.70014 (16)
	0.01139 (15)
	0.25

	O2B+
	0.43490 (5)
	0.48691 (9)
	0.70014 (16)
	0.01139 (15)
	0.75

	O3A
	0.30234 (4)
	0.22894 (9)
	−0.17596 (15)
	0.01090 (14)
	0.25

	O3A+
	0.30234 (4)
	0.22894 (9)
	−0.17596 (15)
	0.01090 (14)
	0.75

	O3B
	0.44782 (4)
	0.20409 (9)
	0.58995 (15)
	0.01100 (14)
	0.25

	O3B+
	0.44782 (4)
	0.20409 (9)
	0.58995 (15)
	0.01100 (14)
	0.75

	MgM1
	0.375459 (18)
	0.65375 (4)
	0.87294 (6)
	0.00786 (10)
	0.9169(18)

	Fe3+
	0.375459 (18)
	0.65375 (4)
	0.87294 (6)
	0.00786 (10)
	0.0000(1)

	MnM1
	0.375459 (18)
	0.65375 (4)
	0.87294 (6)
	0.00786 (10)
	0.0817(18)

	CrM1
	0.375459 (18)
	0.65375 (4)
	0.87294 (6)
	0.00786 (10)
	0.0000(1)

	TiM1
	0.375459 (18)
	0.65375 (4)
	0.87294 (6)
	0.00786 (10)
	0.0015(7)

	MgM2
	0.377293 (13)
	0.48098 (3)
	0.36924 (5)
	0.01116 (8)
	0.508(2)

	CaM2
	0.377293 (13)
	0.48098 (3)
	0.36924 (5)
	0.01116 (8)
	0.0249(19)

	MnM2
	0.377293 (13)
	0.48098 (3)
	0.36924 (5)
	0.01116 (8)
	0.467(2)

	NaM2
	0.377293 (13)
	0.48098 (3)
	0.36924 (5)
	0.01116 (8)
	0.0000(1)

	
	
	
	
	
	

	after HT in situ experiment

	SiA
	0.271194 (16)
	0.34098 (3)
	0.04861 (6)
	0.00690 (7)

	SiB
	0.474956 (16)
	0.33781 (3)
	0.79453 (6)
	0.00698 (7)
	0.9972(14)

	AlB
	0.474956 (16)
	0.33781 (3)
	0.79453 (6)
	0.00698 (7)
	0.0029(14)

	O1A
	0.18343 (4)
	0.33854 (8)
	0.04156 (16)
	0.00828 (14)
	0.25

	O1A+
	0.18343 (4)
	0.33854 (8)
	0.04156 (16)
	0.00828 (14)
	0.75

	O1B
	0.56301 (4)
	0.33882 (8)
	0.79664 (16)
	0.00852 (14)
	0.25

	O1B+
	0.56301 (4)
	0.33882 (8)
	0.79664 (16)
	0.00852 (14)
	0.75

	O2A
	0.30994 (4)
	0.50131 (9)
	0.04710 (16)
	0.00993 (14)
	0.25

	O2A+
	0.30994 (4)
	0.50131 (9)
	0.04710 (16)
	0.00993 (14)
	0.75

	O2B
	0.43513 (5)
	0.48732 (9)
	0.70089 (17)
	0.01150 (15)
	0.25

	O2B+
	0.43513 (5)
	0.48732 (9)
	0.70089 (17)
	0.01150 (15)
	0.75

	O3A
	0.30227 (4)
	0.22912 (10)
	−0.17666 (16)
	0.01091 (15)
	0.25

	O3A+
	0.30227 (4)
	0.22912 (10)
	−0.17666 (16)
	0.01091 (15)
	0.75

	O3B
	0.44773 (4)
	0.20424 (10)
	0.59015 (16)
	0.01104 (15)
	0.25

	O3B+
	0.44773 (4)
	0.20424 (10)
	0.59015 (16)
	0.01104 (15)
	0.75

	MgM1
	0.375410 (19)
	0.65389 (4)
	0.87278 (7)
	0.00802 (11)
	0.9479(18)

	Fe3+
	0.375410 (19)
	0.65389 (4)
	0.87278 (7)
	0.00802 (11)
	0.0000(1)

	MnM1
	0.375410 (19)
	0.65389 (4)
	0.87278 (7)
	0.00802 (11)
	0.0507(18)

	CrM1
	0.375410 (19)
	0.65389 (4)
	0.87278 (7)
	0.00802 (11)
	0.0000(1)

	TiM1
	0.375410 (19)
	0.65389 (4)
	0.87278 (7)
	0.00802 (11)
	0.0014(7)

	MgM2
	0.377403 (14)
	0.48050 (3)
	0.36905 (5)
	0.01125 (8)
	0.476(2)

	CaM2
	0.377403 (14)
	0.48050 (3)
	0.36905 (5)
	0.01125 (8)
	0.0252(19)

	MnM2
	0.377403 (14)
	0.48050 (3)
	0.36905 (5)
	0.01125 (8)
	0.498(2)

	NaM2
	0.377403 (14)
	0.48050 (3)
	0.36905 (5)
	0.01125 (8)
	0.0000(1)


	Table 4b (deposited). Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å2) for B22 N.60 sample (see also Table 1b)

	
	x
	y
	z
	Uiso*/Ueq
	Occ. (<1)

	Untreated

	SiA
	0.271483 (12)
	0.34091 (2)
	0.05146 (4)
	0.00648 (5)

	SiB
	0.473901 (12)
	0.33679 (2)
	0.79693 (4)
	0.00642 (5)
	0.9860(15)

	AlB
	0.473901 (12)
	0.33679 (2)
	0.79693 (4)
	0.00642 (5)
	0.0140(15)

	O1A
	0.18345 (3)
	0.33837 (6)
	0.04180 (12)
	0.00796 (10)
	0.25

	O1A+
	0.18345 (3)
	0.33837 (6)
	0.04180 (12)
	0.00796 (10)
	0.75

	O1B
	0.56251 (3)
	0.33747 (6)
	0.79813 (12)
	0.00808 (10)
	0.25

	O1B+
	0.56251 (3)
	0.33747 (6)
	0.79813 (12)
	0.00808 (10)
	0.75

	O2A
	0.31112 (3)
	0.50116 (7)
	0.05056 (12)
	0.00947 (10)
	0.25

	O2A+
	0.31112 (3)
	0.50116 (7)
	0.05056 (12)
	0.00947 (10)
	0.75

	O2B
	0.43373 (3)
	0.48504 (7)
	0.69488 (12)
	0.00971 (10)
	0.25

	O2B+
	0.43373 (3)
	0.48504 (7)
	0.69488 (12)
	0.00971 (10)
	0.75

	O3A
	0.30270 (3)
	0.22861 (7)
	−0.17358 (12)
	0.01036 (10)
	0.25

	O3A+
	0.30270 (3)
	0.22861 (7)
	−0.17358 (12)
	0.01036 (10)
	0.75

	O3B
	0.44725 (3)
	0.19964 (7)
	0.59712 (12)
	0.01005 (10)
	0.25

	O3B+
	0.44725 (3)
	0.19964 (7)
	0.59712 (12)
	0.01005 (10)
	0.75

	MgM1
	0.37545 (9)
	0.65440 (14)
	0.8713 (2)
	0.0072 (3)
	0.9709(15)

	Fe3+
	0.37545 (9)
	0.65440 (14)
	0.8713 (2)
	0.0072 (3)
	0.0000(1)

	FeM1
	0.377 (2)
	0.656 (3)
	0.874 (6)
	0.010 (7)
	0.0189(16)

	CrM1
	0.37545 (9)
	0.65440 (14)
	0.8713 (2)
	0.0072 (3)
	0.0065(10)

	TiM1
	0.37545 (9)
	0.65440 (14)
	0.8713 (2)
	0.0072 (3)
	0.0038(8)

	MgM2
	0.37769 (15)
	0.4833 (3)
	0.3635 (6)
	0.0099 (9)
	0.4127(18)

	CaM2
	0.37769 (15)
	0.4833 (3)
	0.3635 (6)
	0.0099 (9)
	0.0239(19)

	MnM2
	0.37769 (15)
	0.4833 (3)
	0.3635 (6)
	0.0099 (9)
	0.0128(19)

	FeM2
	0.37817 (5)
	0.48333 (12)
	0.3660 (2)
	0.0104 (3)
	0.551(2)

	
	
	
	
	
	

	Annealed for 48h, 1273K

	SiA
	0.271647 (15)
	0.34079 (3)
	0.05059 (6)
	0.00694 (7)

	SiB
	0.473804 (15)
	0.33676 (3)
	0.79638 (6)
	0.00691 (7)
	0.9855(15)

	AlB
	0.473804 (15)
	0.33676 (3)
	0.79638 (6)
	0.00691 (7)
	0.0145(15)

	O1A
	0.18363 (4)
	0.33908 (8)
	0.03964 (15)
	0.00868 (13)
	0.25

	O1A+
	0.18363 (4)
	0.33908 (8)
	0.03964 (15)
	0.00868 (13)
	0.75

	O1B
	0.56240 (4)
	0.33840 (8)
	0.79748 (15)
	0.00868 (13)
	0.25

	O1B+
	0.56240 (4)
	0.33840 (8)
	0.79748 (15)
	0.00868 (13)
	0.75

	O2A
	0.31116 (4)
	0.50103 (9)
	0.04920 (15)
	0.01001 (13)
	0.25

	O2A+
	0.31116 (4)
	0.50103 (9)
	0.04920 (15)
	0.01001 (13)
	0.75

	O2B
	0.43350 (4)
	0.48429 (9)
	0.69318 (16)
	0.01047 (14)
	0.25

	O2B+
	0.43350 (4)
	0.48429 (9)
	0.69318 (16)
	0.01047 (14)
	0.75

	O3A
	0.30269 (4)
	0.22755 (10)
	−0.17318 (15)
	0.01097 (14)
	0.25

	O3A+
	0.30269 (4)
	0.22755 (10)
	−0.17318 (15)
	0.01097 (14)
	0.75

	O3B
	0.44740 (4)
	0.19888 (9)
	0.59744 (15)
	0.01079 (14)
	0.25

	O3B+
	0.44740 (4)
	0.19888 (9)
	0.59744 (15)
	0.01079 (14)
	0.75

	MgM1
	0.37556 (14)
	0.6540 (4)
	0.8697 (5)
	0.0069 (8)
	0.8461(18)

	Fe3+
	0.37556 (14)
	0.6540 (4)
	0.8697 (5)
	0.0069 (8)
	0.0000(1)

	FeM1
	0.3760 (4)
	0.6552 (10)
	0.8716 (15)
	0.010 (2)
	0.143(2)

	CrM1
	0.37556 (14)
	0.6540 (4)
	0.8697 (5)
	0.0069 (8)
	0.0066(10)

	TiM1
	0.37556 (14)
	0.6540 (4)
	0.8697 (5)
	0.0069 (8)
	0.0040(8)

	MgM2
	0.3772 (2)
	0.4854 (5)
	0.3646 (9)
	0.0161 (10)
	0.537(2)

	CaM2
	0.3772 (2)
	0.4854 (5)
	0.3646 (9)
	0.0161 (10)
	0.0236(19)

	MnM2
	0.3772 (2)
	0.4854 (5)
	0.3646 (9)
	0.0161 (10)
	0.013(2)

	FeM2
	0.37814 (10)
	0.4833 (2)
	0.3639 (4)
	0.0079 (4)
	0.427(3)

	
	
	
	
	
	

	After HT in situ experiment

	SiA
	0.271570 (15)
	0.34082 (3)
	0.05096 (5)
	0.00687 (6)

	SiB
	0.473857 (15)
	0.33680 (3)
	0.79652 (5)
	0.00669 (6)
	0.9856(15)

	AlB
	0.473857 (15)
	0.33680 (3)
	0.79652 (5)
	0.00669 (6)
	0.0145(15)

	O1A
	0.18357 (4)
	0.33878 (8)
	0.04053 (15)
	0.00837 (12)
	0.25

	O1A+
	0.18357 (4)
	0.33878 (8)
	0.04053 (15)
	0.00837 (12)
	0.75

	O1B
	0.56244 (4)
	0.33809 (8)
	0.79774 (14)
	0.00852 (12)
	0.25

	O1B+
	0.56244 (4)
	0.33809 (8)
	0.79774 (14)
	0.00852 (12)
	0.75

	O2A
	0.31113 (4)
	0.50105 (8)
	0.04989 (15)
	0.00990 (13)
	0.25

	O2A+
	0.31113 (4)
	0.50105 (8)
	0.04989 (15)
	0.00990 (13)
	0.75

	O2B
	0.43361 (4)
	0.48461 (8)
	0.69390 (15)
	0.01021 (13)
	0.25

	O2B+
	0.43361 (4)
	0.48461 (8)
	0.69390 (15)
	0.01021 (13)
	0.75

	O3A
	0.30269 (4)
	0.22783 (9)
	−0.17326 (15)
	0.01085 (13)
	0.25

	O3A+
	0.30269 (4)
	0.22783 (9)
	−0.17326 (15)
	0.01085 (13)
	0.75

	O3B
	0.44735 (4)
	0.19909 (9)
	0.59720 (15)
	0.01050 (13)
	0.25

	O3B+
	0.44735 (4)
	0.19909 (9)
	0.59720 (15)
	0.01050 (13)
	0.75

	MgM1
	0.3754 (2)
	0.6534 (5)
	0.8723 (8)
	0.0076 (7)
	0.8854(18)

	Fe3+
	0.3754 (2)
	0.6534 (5)
	0.8723 (8)
	0.0076 (7)
	0.0000(1)

	FeM1
	0.3766 (9)
	0.658 (2)
	0.865 (3)
	0.0072 (17)
	0.1041(19)

	CrM1
	0.3754 (2)
	0.6534 (5)
	0.8723 (8)
	0.0076 (7)
	0.0066(10)

	TiM1
	0.3754 (2)
	0.6534 (5)
	0.8723 (8)
	0.0076 (7)
	0.0039(8)

	MgM2
	0.37772 (18)
	0.4833 (3)
	0.3628 (7)
	0.0091 (10)
	0.497(2)

	CaM2
	0.37772 (18)
	0.4833 (3)
	0.3628 (7)
	0.0091 (10)
	0.0242(19)

	MnM2
	0.37772 (18)
	0.4833 (3)
	0.3628 (7)
	0.0091 (10)
	0.013(2)

	FeM2
	0.37800 (9)
	0.48401 (19)
	0.3656 (3)
	0.0111 (5)
	0.466(3)


	Table 5a (deposited). Atomic displacement parameters (Å2) for sample DP N.1 (see also Table 1a)

	
	U11
	U22
	U33
	U12
	U13
	U23

	Untreated

	SiA
	0.00681 (13)
	0.00664 (13)
	0.00712 (14)
	−0.00049 (8)
	0.00049 (9)
	−0.00022 (8)

	SiB
	0.00685 (13)
	0.00644 (13)
	0.00766 (14)
	0.00042 (8)
	−0.00040 (9)
	0.00018 (8)

	AlB
	0.00685 (13)
	0.00644 (13)
	0.00766 (14)
	0.00042 (8)
	−0.00040 (9)
	0.00018 (8)

	O1A
	0.0074 (3)
	0.0085 (3)
	0.0087 (3)
	−0.0002 (2)
	0.0002 (2)
	−0.0001 (2)

	O1A+
	0.0074 (3)
	0.0085 (3)
	0.0087 (3)
	−0.0002 (2)
	0.0002 (2)
	−0.0001 (2)

	O1B
	0.0069 (3)
	0.0088 (3)
	0.0088 (3)
	0.0002 (2)
	−0.0007 (2)
	−0.0001 (2)

	O1B+
	0.0069 (3)
	0.0088 (3)
	0.0088 (3)
	0.0002 (2)
	−0.0007 (2)
	−0.0001 (2)

	O2A
	0.0108 (3)
	0.0082 (3)
	0.0105 (3)
	−0.0024 (2)
	−0.0007 (3)
	0.0011 (2)

	O2A+
	0.0108 (3)
	0.0082 (3)
	0.0105 (3)
	−0.0024 (2)
	−0.0007 (3)
	0.0011 (2)

	O2B
	0.0129 (4)
	0.0093 (3)
	0.0123 (4)
	0.0036 (3)
	0.0014 (3)
	0.0021 (3)

	O2B+
	0.0129 (4)
	0.0093 (3)
	0.0123 (4)
	0.0036 (3)
	0.0014 (3)
	0.0021 (3)

	O3A
	0.0093 (3)
	0.0130 (3)
	0.0106 (3)
	0.0003 (3)
	0.0005 (2)
	−0.0042 (3)

	O3A+
	0.0093 (3)
	0.0130 (3)
	0.0106 (3)
	0.0003 (3)
	0.0005 (2)
	−0.0042 (3)

	O3B
	0.0095 (3)
	0.0129 (4)
	0.0105 (3)
	−0.0013 (3)
	0.0000 (3)
	−0.0037 (3)

	O3B+
	0.0095 (3)
	0.0129 (4)
	0.0105 (3)
	−0.0013 (3)
	0.0000 (3)
	−0.0037 (3)

	MgM1
	0.00788 (19)
	0.00746 (19)
	0.0069 (2)
	−0.00005 (11)
	−0.00071 (12)
	0.00032 (11)

	Fe3+
	0.00788 (19)
	0.00746 (19)
	0.0069 (2)
	−0.00005 (11)
	−0.00071 (12)
	0.00032 (11)

	MnM1
	0.00788 (19)
	0.00746 (19)
	0.0069 (2)
	−0.00005 (11)
	−0.00071 (12)
	0.00032 (11)

	CrM1
	0.00788 (19)
	0.00746 (19)
	0.0069 (2)
	−0.00005 (11)
	−0.00071 (12)
	0.00032 (11)

	TiM1
	0.00788 (19)
	0.00746 (19)
	0.0069 (2)
	−0.00005 (11)
	−0.00071 (12)
	0.00032 (11)

	MgM2
	0.01204 (12)
	0.01178 (12)
	0.00976 (12)
	−0.00148 (7)
	−0.00224 (7)
	−0.00055 (7)

	CaM2
	0.01204 (12)
	0.01178 (12)
	0.00976 (12)
	−0.00148 (7)
	−0.00224 (7)
	−0.00055 (7)

	MnM2
	0.01204 (12)
	0.01178 (12)
	0.00976 (12)
	−0.00148 (7)
	−0.00224 (7)
	−0.00055 (7)

	NaM2
	0.01204 (12)
	0.01178 (12)
	0.00976 (12)
	−0.00148 (7)
	−0.00224 (7)
	−0.00055 (7)

	
	
	
	
	
	
	

	Annealed for 48h, 1273K

	SiA
	0.00649 (12)
	0.00669 (13)
	0.00720 (13)
	−0.00037 (8)
	0.00026 (9)
	−0.00016 (8)

	SiB
	0.00653 (12)
	0.00646 (13)
	0.00771 (13)
	0.00043 (8)
	−0.00037 (9)
	0.00023 (8)

	AlB
	0.00653 (12)
	0.00646 (13)
	0.00771 (13)
	0.00043 (8)
	−0.00037 (9)
	0.00023 (8)

	O1A
	0.0068 (3)
	0.0088 (3)
	0.0090 (3)
	−0.0002 (2)
	0.0001 (2)
	−0.0002 (2)


	O1A+
	0.0068 (3)
	0.0088 (3)
	0.0090 (3)
	−0.0002 (2)
	0.0001 (2)
	−0.0002 (2)

	O1B
	0.0066 (3)
	0.0089 (3)
	0.0095 (3)
	−0.0001 (2)
	−0.0006 (2)
	−0.0001 (2)

	O1B+
	0.0066 (3)
	0.0089 (3)
	0.0095 (3)
	−0.0001 (2)
	−0.0006 (2)
	−0.0001 (2)

	O2A
	0.0109 (3)
	0.0079 (3)
	0.0107 (3)
	−0.0023 (2)
	−0.0007 (2)
	0.0010 (2)

	O2A+
	0.0109 (3)
	0.0079 (3)
	0.0107 (3)
	−0.0023 (2)
	−0.0007 (2)
	0.0010 (2)

	O2B
	0.0122 (3)
	0.0097 (3)
	0.0122 (3)
	0.0037 (2)
	0.0011 (3)
	0.0026 (2)

	O2B+
	0.0122 (3)
	0.0097 (3)
	0.0122 (3)
	0.0037 (2)
	0.0011 (3)
	0.0026 (2)

	O3A
	0.0092 (3)
	0.0131 (3)
	0.0105 (3)
	0.0001 (2)
	0.0003 (2)
	−0.0036 (3)

	O3A+
	0.0092 (3)
	0.0131 (3)
	0.0105 (3)
	0.0001 (2)
	0.0003 (2)
	−0.0036 (3)

	O3B
	0.0097 (3)
	0.0132 (3)
	0.0101 (3)
	−0.0018 (3)
	0.0001 (2)
	−0.0037 (3)

	O3B+
	0.0097 (3)
	0.0132 (3)
	0.0101 (3)
	−0.0018 (3)
	0.0001 (2)
	−0.0037 (3)

	MgM1
	0.00824 (17)
	0.00770 (17)
	0.00764 (17)
	−0.00006 (10)
	−0.00054 (11)
	0.00033 (10)

	Fe3+
	0.00824 (17)
	0.00770 (17)
	0.00764 (17)
	−0.00006 (10)
	−0.00054 (11)
	0.00033 (10)

	MnM1
	0.00824 (17)
	0.00770 (17)
	0.00764 (17)
	−0.00006 (10)
	−0.00054 (11)
	0.00033 (10)

	CrM1
	0.00824 (17)
	0.00770 (17)
	0.00764 (17)
	−0.00006 (10)
	−0.00054 (11)
	0.00033 (10)

	TiM1
	0.00824 (17)
	0.00770 (17)
	0.00764 (17)
	−0.00006 (10)
	−0.00054 (11)
	0.00033 (10)

	MgM2
	0.01174 (12)
	0.01189 (12)
	0.00985 (12)
	−0.00175 (7)
	−0.00212 (7)
	−0.00052 (7)

	CaM2
	0.01174 (12)
	0.01189 (12)
	0.00985 (12)
	−0.00175 (7)
	−0.00212 (7)
	−0.00052 (7)

	MnM2
	0.01174 (12)
	0.01189 (12)
	0.00985 (12)
	−0.00175 (7)
	−0.00212 (7)
	−0.00052 (7)

	NaM2
	0.01174 (12)
	0.01189 (12)
	0.00985 (12)
	−0.00175 (7)
	−0.00212 (7)
	−0.00052 (7)

	
	
	
	
	
	
	

	After HT in situ experiment

	SiA
	0.00706 (13)
	0.00662 (13)
	0.00704 (14)
	−0.00047 (8)
	0.00037 (9)
	−0.00011 (9)

	SiB
	0.00711 (13)
	0.00658 (13)
	0.00725 (14)
	0.00044 (8)
	−0.00033 (9)
	0.00019 (9)

	AlB
	0.00711 (13)
	0.00658 (13)
	0.00725 (14)
	0.00044 (8)
	−0.00033 (9)
	0.00019 (9)

	O1A
	0.0076 (3)
	0.0088 (3)
	0.0084 (3)
	−0.0003 (2)
	0.0003 (3)
	−0.0001 (2)

	O1A+
	0.0076 (3)
	0.0088 (3)
	0.0084 (3)
	−0.0003 (2)
	0.0003 (3)
	−0.0001 (2)

	O1B
	0.0079 (3)
	0.0091 (3)
	0.0086 (3)
	0.0002 (2)
	−0.0011 (3)
	0.0001 (2)

	O1B+
	0.0079 (3)
	0.0091 (3)
	0.0086 (3)
	0.0002 (2)
	−0.0011 (3)
	0.0001 (2)

	O2A
	0.0114 (3)
	0.0077 (3)
	0.0107 (4)
	−0.0021 (2)
	−0.0007 (3)
	0.0010 (3)

	O2A+
	0.0114 (3)
	0.0077 (3)
	0.0107 (4)
	−0.0021 (2)
	−0.0007 (3)
	0.0010 (3)

	O2B
	0.0129 (4)
	0.0098 (3)
	0.0118 (4)
	0.0036 (3)
	0.0011 (3)
	0.0027 (3)

	O2B+
	0.0129 (4)
	0.0098 (3)
	0.0118 (4)
	0.0036 (3)
	0.0011 (3)
	0.0027 (3)

	O3A
	0.0099 (3)
	0.0130 (3)
	0.0098 (3)
	0.0003 (3)
	0.0003 (3)
	−0.0036 (3)

	O3A+
	0.0099 (3)
	0.0130 (3)
	0.0098 (3)
	0.0003 (3)
	0.0003 (3)
	−0.0036 (3)

	O3B
	0.0103 (3)
	0.0127 (4)
	0.0101 (3)
	−0.0012 (3)
	0.0004 (3)
	−0.0034 (3)

	O3B+
	0.0103 (3)
	0.0127 (4)
	0.0101 (3)
	−0.0012 (3)
	0.0004 (3)
	−0.0034 (3)

	MgM1
	0.00911 (19)
	0.00776 (18)
	0.00719 (19)
	0.00013 (11)
	−0.00073 (12)
	0.00037 (11)

	Fe3+
	0.00911 (19)
	0.00776 (18)
	0.00719 (19)
	0.00013 (11)
	−0.00073 (12)
	0.00037 (11)

	MnM1
	0.00911 (19)
	0.00776 (18)
	0.00719 (19)
	0.00013 (11)
	−0.00073 (12)
	0.00037 (11)

	CrM1
	0.00911 (19)
	0.00776 (18)
	0.00719 (19)
	0.00013 (11)
	−0.00073 (12)
	0.00037 (11)

	TiM1
	0.00911 (19)
	0.00776 (18)
	0.00719 (19)
	0.00013 (11)
	−0.00073 (12)
	0.00037 (11)

	MgM2
	0.01236 (13)
	0.01178 (12)
	0.00961 (13)
	−0.00173 (7)
	−0.00229 (8)
	−0.00050 (8)

	CaM2
	0.01236 (13)
	0.01178 (12)
	0.00961 (13)
	−0.00173 (7)
	−0.00229 (8)
	−0.00050 (8)

	MnM2
	0.01236 (13)
	0.01178 (12)
	0.00961 (13)
	−0.00173 (7)
	−0.00229 (8)
	−0.00050 (8)

	NaM2
	0.01236 (13)
	0.01178 (12)
	0.00961 (13)
	−0.00173 (7)
	−0.00229 (8)
	−0.00050 (8)


	Table 5b (deposited). Atomic displacement parameters (Å2) for sample B22 N.60 (see also Table 1b)

	
	U11
	U22
	U33
	U12
	U13
	U23

	Untreated

	SiA
	0.00625 (9)
	0.00704 (9)
	0.00617 (9)
	−0.00057 (6)
	0.00021 (6)
	−0.00017 (6)

	SiB
	0.00615 (9)
	0.00671 (9)
	0.00640 (9)
	0.00037 (6)
	−0.00043 (6)
	0.00011 (6)

	AlB
	0.00615 (9)
	0.00671 (9)
	0.00640 (9)
	0.00037 (6)
	−0.00043 (6)
	0.00011 (6)

	O1A
	0.0065 (2)
	0.0092 (2)
	0.0081 (2)
	0.00003 (16)
	0.00024 (17)
	−0.00014 (17)

	O1A+
	0.0065 (2)
	0.0092 (2)
	0.0081 (2)
	0.00003 (16)
	0.00024 (17)
	−0.00014 (17)

	O1B
	0.0065 (2)
	0.0093 (2)
	0.0084 (2)
	0.00012 (16)
	−0.00020 (17)
	0.00003 (17)

	O1B+
	0.0065 (2)
	0.0093 (2)
	0.0084 (2)
	0.00012 (16)
	−0.00020 (17)
	0.00003 (17)

	O2A
	0.0103 (2)
	0.0084 (2)
	0.0097 (2)
	−0.00246 (17)
	−0.00083 (18)
	0.00081 (18)

	O2A+
	0.0103 (2)
	0.0084 (2)
	0.0097 (2)
	−0.00246 (17)
	−0.00083 (18)
	0.00081 (18)

	O2B
	0.0106 (2)
	0.0094 (2)
	0.0092 (2)
	0.00233 (17)
	−0.00037 (18)
	0.00114 (18)

	O2B+
	0.0106 (2)
	0.0094 (2)
	0.0092 (2)
	0.00233 (17)
	−0.00037 (18)
	0.00114 (18)

	O3A
	0.0090 (2)
	0.0135 (2)
	0.0086 (2)
	0.00052 (18)
	−0.00002 (17)
	−0.00408 (19)

	O3A+
	0.0090 (2)
	0.0135 (2)
	0.0086 (2)
	0.00052 (18)
	−0.00002 (17)
	−0.00408 (19)

	O3B
	0.0090 (2)
	0.0117 (2)
	0.0094 (2)
	−0.00109 (18)
	0.00018 (18)
	−0.00299 (19)

	O3B+
	0.0090 (2)
	0.0117 (2)
	0.0094 (2)
	−0.00109 (18)
	0.00018 (18)
	−0.00299 (19)

	MgM1
	0.0076 (5)
	0.0083 (5)
	0.0058 (4)
	−0.0001 (3)
	−0.0004 (3)
	0.0006 (3)

	Fe3+
	0.0076 (5)
	0.0083 (5)
	0.0058 (4)
	−0.0001 (3)
	−0.0004 (3)
	0.0006 (3)

	FeM1
	0.008 (10)
	0.000 (8)
	0.022 (13)
	0.001 (6)
	−0.006 (7)
	−0.007 (6)

	CrM1
	0.0076 (5)
	0.0083 (5)
	0.0058 (4)
	−0.0001 (3)
	−0.0004 (3)
	0.0006 (3)

	TiM1
	0.0076 (5)
	0.0083 (5)
	0.0058 (4)
	−0.0001 (3)
	−0.0004 (3)
	0.0006 (3)

	MgM2
	0.0224 (14)
	0.0000 (10)
	0.0072 (15)
	−0.0006 (7)
	−0.0055 (8)
	0.0003 (8)

	CaM2
	0.0224 (14)
	0.0000 (10)
	0.0072 (15)
	−0.0006 (7)
	−0.0055 (8)
	0.0003 (8)

	MnM2
	0.0224 (14)
	0.0000 (10)
	0.0072 (15)
	−0.0006 (7)
	−0.0055 (8)
	0.0003 (8)

	FeM2
	0.0071 (3)
	0.0157 (6)
	0.0084 (5)
	−0.0013 (2)
	−0.0011 (3)
	−0.0002 (3)

	
	
	
	
	
	
	

	Annealed for 48h, 1273K

	SiA
	0.00691 (12)
	0.00758 (12)
	0.00635 (12)
	−0.00047 (8)
	0.00014 (8)
	−0.00016 (8)

	SiB
	0.00682 (12)
	0.00732 (12)
	0.00660 (12)
	0.00043 (8)
	−0.00047 (8)
	0.00021 (8)

	AlB
	0.00682 (12)
	0.00732 (12)
	0.00660 (12)
	0.00043 (8)
	−0.00047 (8)
	0.00021 (8)

	O1A
	0.0074 (3)
	0.0097 (3)
	0.0089 (3)
	−0.0002 (2)
	0.0002 (2)
	−0.0001 (2)

	O1A+
	0.0074 (3)
	0.0097 (3)
	0.0089 (3)
	−0.0002 (2)
	0.0002 (2)
	−0.0001 (2)

	O1B
	0.0070 (3)
	0.0102 (3)
	0.0088 (3)
	0.0005 (2)
	−0.0006 (2)
	−0.0001 (2)

	O1B+
	0.0070 (3)
	0.0102 (3)
	0.0088 (3)
	0.0005 (2)
	−0.0006 (2)
	−0.0001 (2)

	O2A
	0.0107 (3)
	0.0094 (3)
	0.0100 (3)
	−0.0025 (2)
	−0.0012 (2)
	0.0009 (2)

	O2A+
	0.0107 (3)
	0.0094 (3)
	0.0100 (3)
	−0.0025 (2)
	−0.0012 (2)
	0.0009 (2)

	O2B
	0.0115 (3)
	0.0101 (3)
	0.0098 (3)
	0.0024 (2)
	−0.0002 (2)
	0.0016 (2)

	O2B+
	0.0115 (3)
	0.0101 (3)
	0.0098 (3)
	0.0024 (2)
	−0.0002 (2)
	0.0016 (2)

	O3A
	0.0096 (3)
	0.0146 (3)
	0.0087 (3)
	0.0000 (2)
	0.0000 (2)
	−0.0038 (3)

	O3A+
	0.0096 (3)
	0.0146 (3)
	0.0087 (3)
	0.0000 (2)
	0.0000 (2)
	−0.0038 (3)

	O3B
	0.0100 (3)
	0.0129 (3)
	0.0095 (3)
	−0.0013 (2)
	0.0001 (2)
	−0.0029 (3)

	O3B+
	0.0100 (3)
	0.0129 (3)
	0.0095 (3)
	−0.0013 (2)
	0.0001 (2)
	−0.0029 (3)

	MgM1
	0.0093 (12)
	0.0078 (14)
	0.0036 (10)
	−0.0006 (8)
	0.0012 (7)
	0.0009 (7)

	Fe3+
	0.0093 (12)
	0.0078 (14)
	0.0036 (10)
	−0.0006 (8)
	0.0012 (7)
	0.0009 (7)

	FeM1
	0.006 (3)
	0.009 (3)
	0.015 (3)
	0.0014 (18)
	−0.0054 (18)
	−0.002 (2)

	CrM1
	0.0093 (12)
	0.0078 (14)
	0.0036 (10)
	−0.0006 (8)
	0.0012 (7)
	0.0009 (7)

	TiM1
	0.0093 (12)
	0.0078 (14)
	0.0036 (10)
	−0.0006 (8)
	0.0012 (7)
	0.0009 (7)

	MgM2
	0.0188 (17)
	0.0192 (17)
	0.0102 (19)
	−0.0002 (10)
	−0.0027 (11)
	0.0015 (12)

	CaM2
	0.0188 (17)
	0.0192 (17)
	0.0102 (19)
	−0.0002 (10)
	−0.0027 (11)
	0.0015 (12)

	MnM2
	0.0188 (17)
	0.0192 (17)
	0.0102 (19)
	−0.0002 (10)
	−0.0027 (11)
	0.0015 (12)

	FeM2
	0.0082 (6)
	0.0078 (6)
	0.0077 (8)
	−0.0016 (4)
	−0.0019 (5)
	−0.0006 (5)

	
	
	
	
	
	
	

	After HT in situ experiment

	SiA
	0.00669 (11)
	0.00747 (12)
	0.00645 (12)
	−0.00055 (7)
	0.00014 (8)
	−0.00018 (8)

	SiB
	0.00643 (11)
	0.00694 (11)
	0.00670 (12)
	0.00032 (7)
	−0.00045 (8)
	0.00021 (7)

	AlB
	0.00643 (11)
	0.00694 (11)
	0.00670 (12)
	0.00032 (7)
	−0.00045 (8)
	0.00021 (7)

	O1A
	0.0067 (3)
	0.0099 (3)
	0.0085 (3)
	0.0000 (2)
	0.0001 (2)
	−0.0001 (2)

	O1A+
	0.0067 (3)
	0.0099 (3)
	0.0085 (3)
	0.0000 (2)
	0.0001 (2)
	−0.0001 (2)

	O1B
	0.0071 (3)
	0.0098 (3)
	0.0086 (3)
	0.0002 (2)
	−0.0005 (2)
	0.0002 (2)

	O1B+
	0.0071 (3)
	0.0098 (3)
	0.0086 (3)
	0.0002 (2)
	−0.0005 (2)
	0.0002 (2)

	O2A
	0.0105 (3)
	0.0090 (3)
	0.0102 (3)
	−0.0026 (2)
	−0.0010 (2)
	0.0008 (2)

	O2A+
	0.0105 (3)
	0.0090 (3)
	0.0102 (3)
	−0.0026 (2)
	−0.0010 (2)
	0.0008 (2)

	O2B
	0.0112 (3)
	0.0097 (3)
	0.0097 (3)
	0.0026 (2)
	−0.0001 (2)
	0.0015 (2)

	O2B+
	0.0112 (3)
	0.0097 (3)
	0.0097 (3)
	0.0026 (2)
	−0.0001 (2)
	0.0015 (2)

	O3A
	0.0095 (3)
	0.0145 (3)
	0.0086 (3)
	0.0003 (2)
	−0.0001 (2)
	−0.0039 (2)

	O3A+
	0.0095 (3)
	0.0145 (3)
	0.0086 (3)
	0.0003 (2)
	−0.0001 (2)
	−0.0039 (2)

	O3B
	0.0096 (3)
	0.0124 (3)
	0.0095 (3)
	−0.0011 (2)
	0.0002 (2)
	−0.0030 (2)

	O3B+
	0.0096 (3)
	0.0124 (3)
	0.0095 (3)
	−0.0011 (2)
	0.0002 (2)
	−0.0030 (2)

	MgM1
	0.0076 (8)
	0.0082 (10)
	0.0071 (10)
	−0.0004 (5)
	0.0001 (5)
	0.0010 (5)

	Fe3+
	0.0076 (8)
	0.0082 (10)
	0.0071 (10)
	−0.0004 (5)
	0.0001 (5)
	0.0010 (5)

	FeM1
	0.010 (3)
	0.007 (2)
	0.005 (2)
	0.0002 (17)
	−0.0023 (18)
	−0.0010 (16)

	CrM1
	0.0076 (8)
	0.0082 (10)
	0.0071 (10)
	−0.0004 (5)
	0.0001 (5)
	0.0010 (5)

	TiM1
	0.0076 (8)
	0.0082 (10)
	0.0071 (10)
	−0.0004 (5)
	0.0001 (5)
	0.0010 (5)

	MgM2
	0.0157 (16)
	0.0000 (11)
	0.0115 (17)
	−0.0004 (8)
	−0.0063 (10)
	−0.0006 (8)

	CaM2
	0.0157 (16)
	0.0000 (11)
	0.0115 (17)
	−0.0004 (8)
	−0.0063 (10)
	−0.0006 (8)

	MnM2
	0.0157 (16)
	0.0000 (11)
	0.0115 (17)
	−0.0004 (8)
	−0.0063 (10)
	−0.0006 (8)

	FeM2
	0.0090 (6)
	0.0176 (9)
	0.0067 (7)
	−0.0016 (4)
	−0.0003 (5)
	0.0003 (4)


