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TGA

(P66614)20xa HL1-04-A dd @N2 HXOL, 10.02.2012 16:25:42
.(P66614)20xa HL1-04-A dd @N2 HX01, 24.1920 mg
J

Onset 28145 °C
Heating Rate 10.00 °Cmin”-1
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I

Result Mode Sample Temp

? Sep -1.0263 %
-0.2483 mg
Heating Rate 0.00 °Cmin”-1

Result Mode Sample Temp
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Lab:METTLER STAR< SW 9.10
DSC
“exo
T,=79°C 1

10
mW
(P66614)20xa HL1-04-A HX01, 10.02.2012 16:12:00 Glass Transition
(P66614)20 xa HL1-04-A HX01, 9.8500 mg Onset -83.32 °C
Midpoint -79.04 °C
a Heating Rate  10.00 °Cmin”™-1
esult Mode Sample Temp
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Lab:METTLER

STAR® SW 9.10



H NMR

1"e

“ E
g o
b
F: 5
OH

1EF 130 128 120 NS 19 WS 09 80 85 B0 75 70 65 60 &5 4% 40 as Ao
Chamicsl St e
5
A
e
BR
A
a
g
176 188 183 16 1M 1 1@ 1@ M2 e M @ B 72 =o®
Chamicy Shit Sem)
o 2
: =
154 B
® % 54 ” 0 el s “ “ *
Chamicy Shit Sem)

043

N8

M9

000

oer

5

T

2 I
= =
b
z 7
E
" 3
@
-
.I—,‘-.‘...u-;-l—-
1 16 L]
C]
k] ko



TGA

P666140xalate HL1-05-A dd@10 N2 YHO1, 09.02.2012 13:50:26
».P666140xalate HL1-05-A dd@1p N2 YHO1, 26.2850 mg «. » {
LLae) T T
I CJ
? Step -0.5405 %
7 _ -0.1421 mg Onset 291.19 °C
Heatlng Rate 0.00 °Cmin™-1 Heating Rate 10.00 °Cmin~-1
Result Mode Sample Temp Result Mode Sample Temp
20 2
mogin”-1
T,=291°C
50 100 110 200 300 400 °C
0 0 10 10 20 20 30 30 40 40 5050 6050 700 & miin
Lab:METTLER STAR® SW 9.10
DSC
“exo

(P66614)Oxalate HL1-05A- mp YHO1, 09.02.2012 13:03:50
(P66614)Oxalate HL1-05A- mp YHOL, 20.6100 mg

Glass Transition

Integral 57.35 m] Onset -76.37 °C
normalized 278 Jg~-1 Midpoint -73.58 °C
Onset -61.43 °C Heating Rate  10.00 °Cmin”*-1

Heating Rate  -10.00 °Cmin™-1
10 Result Mode Sample Temp
mw \——J

Result Mode Sample Temp

Lab:METTLER STAR® SW 9.10
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TGA

Pl4444)20x%alate MQ1-84-A dd@10 S0 N2 HLL, 09.02.2011 14:44:19 COrnset 236.07 °C
Pl4444)20xalate MO1-84-A dd@10 50 N2 HL1, 15.6360 mg Heating Rate  10.00 *Cmin~™-1
e < | Result Mode Sample Temp
| LR
? Step -2.3798 %
-0.3715 mg
Heating Rate 0.00 *Cmin™-1
Result Mode Sample Termp
10
mg
- T,=236 °C
50100 110 200 300 400 *C
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rFrFrer T 71T T T T T T T 1T T T T 11 1T 1 1 1T 1 1T 1 1T 1T 1 1T 1T 1T 1T 1 1T 1T 171
u} 10 20 30 40 S0 a0 70 a0 min
DSC
_ Inteqral 36.44 m]
Tm—-1 8/93 °C normalized 2.08 1g~-1
Onset 61.40 =
Heating Rate  -10.00 °Cmin~™-1
- Result Mode  Sample Termp Integral _45.19 m]
Integral 22,75 m] normalized -2.58 Jg;"—l
i . Onset -17.95 °C
norrmalized 1,30 1g~-1 i PN
K o Heating Rate  10.00 *Cmin~-1
Onset 7.93 °C Result Mod 5 e T
Heating Rate  -10.00 °Crnin~-1 Esult Mode  sample Temp
0 Result Mode  Sample Temp
vy Integral -32.48ml
norrnalized -1.86 Jg~-1
Onset 02,53 °C
P(4444 )20xalate MQ1-84-4 mp HLOL, 09.08.2011 14:38:25 :E’atiﬁfgte SlEI.Elllj Tcm'” -1
P4444 120y alate MQ1-84-4 mp HLOL, 17.4900 mg esult Made — sample Temp
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Raman

—— Water loaded [P, J[HOx]

—— [PB6614][HOx] after Nd(lll) precipitation
Nd(Ill) precipitate

Arbitrary Intensity

I 1 I
1600 1400 1200 1000 800 600

Wavenumber (cm-1)

Raman characterization of water loaded [P, ,][HOX] before and after addition of Nd,O;.
Dotted lines illustrate differences in peak locations for Nd(lll)-oxalate solid spectra.
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2-Theta - Scale

Black lines indicate the powder X-ray diffraction pattern of the solid blue precipitate.
Blue and pink lines are neodymium oxalate hydrate reference patterns. The reference
peaks are consistent with the precipitate, although they are shifted to slightly higher 2
-Theta values, which could be due to irregularity in sample thickness or flatness. The
primary peak that cannot be attributed to a neodymium oxalate complex occurs at 37
2-Theta. This peak may be attributed to the presence of the [Pg4444]* cation, for which
there is no reference pattern.



