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SYNTHESIS OF PRICEITE

Yasuo FUKUSHIGE, Haruki NAGANO and Kinji SHIMADA

Priceite is a species of hydrated calcium borates. Priceite was hydrothermally synthesized
in the system CaO-B;O;-H;0 over the temperature 100 to 235°C.

The priceite was analyzed by DTA, TGA and X-ray diffraction analysis. Chemical analysis
and TGA data of synthesized priceite suggested the theoritical chemical composition of priceite

to be 4080’5B203'7. 5H20.

Formation conditions of natural priceite was guessed from the synthesis condition of priceite.
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Ca0:B:0s (020 BiCe Cé? H3(g)03
1.0:0.5 66.67 33.33  14.306  15.604
1.0:0.8 55.56  44.44  10.889  19.111
1.0:1.0 50.00 50.00  9.393  20.607
1.0:1.25 44.44  55.56  8.016 21.984
1.0:15 40.00  60.60  6.991  23.009
1.0:20 3333  66.67  5.568  24.432
1.0:25 28.57 7143  4.626 25.374
1.0:3.0 2500 75.00  3.957  26.043
1.0:3.5 2200 77.78  3.457  26.543
1.0:4.0 20.00 80.00  3.069 26.931
1.0:50 16.67  83.33  2.506 27.444
1.0:6.0 14.20 .71  2.118  27.882
1.0:7.0 1250  87.50  1.834  28.116
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=
ii!él?‘l 1 1.0:0.5 100 5 CaHBOs
i ?| @ 2 1.0:0.5 100 20 CaHBO:
'é gl 3 1.0:0.5 100 100 CaHBOs
22 ® 4 1.0:05 15 5 CaHBOs
H 5 1.0:0.5 180 5 CaHBOs
® 6 1.0:0.5 210 5 CaHBOs
7 1.0:0.5 235 5 CaHBOs3
8 1.0:0.8 100 5 CaHBOs
K1l F—F«2L-78I0HEAROBEN 9 1.0:0.8 120 5 CaHBOs+priceite
OBE QOKHYL-RHEEE OFF 10 1.0:0.8 130 5 CaHBOs+priceite
L2 @CAXREN OBLKEF OBEAR 11 1.0:0.8 150 5 CaHBOs+priceite
B @EEE OBHK OBRZFZIA 12 1.0:0.8 180 5 CaHBOs
W 13 1.0:0.8 210 5 CaHBOs
‘ 14 1.0:0.8 235 5 CaHBOs+korzhinskite®
b — 4 —RTHREL, 20TV HO B, 4 ig }g}g gg g CZ{H'?;O;C HEO
.Ul priceite a 3
* RGO RRE UTTR B AN, 17 1.0:1.0 130 5 priceite+CaHBOs
Ca0 & H;BO; 2 €T Ca0 : B,03=1.0: 0.5~ 18 1.0:1.0 150 5 priceite+CaHBO3
1.0: 7.0 DN T FiE0LIAI BIRU BE %217 - 19 1.0:1.0 180 5 priceite+CaHBOs3
I CMBOMABAZELIELE. ZhbORA 2 Lok B b e
#3081TK 150ml 2N %, oW - BE2T-720 22 1.0:1.25 100 1 gowerite+nobleite+CaHBOs
BRI - 12, 23 1.0:1.25 100 5 CaHBOs
- . . 24 1.0:1.25 100 20 priceite
2 2 ANRBEBSICRGRE % 1.0:1.25 120 5 priceite+CaHBOs
BRERICAWIIERR, FETAERFLRRLE 26 1.0:1.25 130 5 priceite
=k 2 L—T7T, REIEARIL, SUS2T OMET 27 1.0:1.25 150 1 priceite
N - . P la b oI 28 1.0:1.25 150 5 priceite
Pﬂ@ﬁmZOOml’C%é. F—bk 2 L—=TBXUHIE 29 1.0:1.25 180 20 priceite
SROHE 2B 1iITRT. 30 1.0:1.25 180 1 priceite
RS&HE, 100°, 120°, 130°, 140°, 150°, 180°, 31 1.0:1.25 180 5 priceite
210° 38&0*235°C®%EETIOC5&?F£}i‘ES%ﬁqT: 32 1.0:1.25 180 20 prfcefte
. R L 33 1.0:1.25 210 1 priceite
P35, 1, 20 35207 100 Re RS & —H1T - 72, SUGH 34 1.0:1.25 210 5 priceite
i3, 73rpm TR 21T 7. FIEEE £ T100C/h T 35 1.0:1.25 235 20 priceite
REL, FERERIGE RO, & HIRISOET % 10:1.2 25 0 prieete
. 37 1.0:1.25 235 5 priceite
PHHIET 3128, RKISBRBRZ LKA TERD 238 L 38 1.0:1.25 235 20 priceite
1z, BRBEHOMYHUIZEREE, 1 ¢ DKTHEL, 39 1.0:1.5 100 5 CaHBO:s
105°CT 12 MR 21T »72. 20 X SIcUTigiztk ;“1’ ;gig gg g Cjii‘;?
R % XET, RORINZ <y hov, SR B 2 1.0:15 140 5 griceite
FHEMGHED X MbEITORBITHE LTz, 43 1.0:2.0 100 5 CaHBOs+gowerite
9. 3 XEEHF 4 1.0:20 130 5 CaHBOs
. . onno 45 1.0:2.0 140 5 priceite
2.1 BX U022 CARUIEE 5 X 08 200°~1200°C 46 1.0:2.0 150 5 priceite
T TOBRMICONT, FEW ADX-103 B XREHT 47 1.0:2.0 235 5 npriceite
EHEZPHANT, CuKe #, Ni 7414 —, 30KV, 48 1.0:2.5 100 5 CaHBOs+gowerite
49 1.0:25 130 5 CaHBOs
15mA, BEE1H, t_v—vavl, 27 —n7 50 1.0:2.5 140 5 CaHBOs
s E—4, 2NF 4 F54%—0.6, EEHEE2°/ 51 1.0:2.5 150 5 CaHBOs
min O&ETRE L. 52 10:25 160 5 npriceite+U
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53 1.0:2.5 180 5 priceite

54 1.0:2.5 210 5 priceite

55 1.0:2.5 235 5 priceite

56 1.0:2.75 180 5 priceite

57 1.0:3.0 150 5 CaHBO3+U

58 1.0:3.0 180 5 priceite+U

59 1.0:3.0 210 5 priceite+U

60 1.0:3.0 235 5 priceite

61 1.0:3.5 150 5 U

62 1.0:3.5 170 5 U

63 1.0:3.5 210 5 priceite+U

64 1.0:3.5 235 5 priceite

65 1.0:4.0 180 5 U

66 1.0:4.0 210 5 U

67 1.0:4.0 235 5 priceite

68 1.0:5.0 180 5 U

69 1.0:5.0 210 5 U

70 1.0:50 235 5 U

71 1.0:6.0 210 5 U

72 1.0:7.0 235 5 U
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2. 4 FHBIRZA~NYT B

2.3 THEUIZFACERICoNT, BRI [E
FIREFE IR 217G %2 b BT, KBr §EHIMET 4000~
400cm™ F THRABINA <2 bV 2HIE U, 88503,
KBr 150mg 1288 2mg 2—icBAL, HETT
500kg/cm? OFES T CTHRIE LIz,

2. 5 TEHEMMTDTA) BLUOHEFTIT(TGA)

2.3 OX#EHTT priceite EFEBUITz Hklizon
T, EREER CN800 2 S & LRj@n Ress KRSy
WrEEE % A< DTA B X 0f TGA DRI 217 -
1z, BIESRME, ROBYTHS. HEE : 15mg,
WERAS : ZKH, FEHE : 10°C/min, DTA &
#Y a-7 v 3, BREE : £100V, TGA B : 0.01
mg, JJ/AR&—,: 10mg.
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2.1 BXU2.20HETCAERUVIZERICOWT, B
MBYERTB H125 S T FHEMEE 2 vy, InEEBE 75
KV T, ZBBOBEBY 21T-12. HBEARRI,
BEETHEML, »—Fo#EEBLU sy k
—4 v RiEUT.

2. T Priceite i) Ca DER

S RAEENX, CaO:B;0;=1.0:2.0, 234°C 5[

B T& /R U1z priceite D&Y 0.58 2¥5REL, 6 N
HCl Thn#wafEL, Zh%500ml xx75223ic<
ERETHEMUI. 2 DXk 20ml iT#lizk 30ml 210 %,
7roE=7 JKIZT pHT7 it LT, EBT {5Rik,
NH,CI-NH,OH #Effijix 2 { H» % pH10 & L, M/100-
EDTA E#ECEEL T Ca BeRnt:. [z
HER2TNHERME L.

3 EBRREIUER

3. 1 X#@ER

3. 1. 1 @kuBYOXBER

21 BLU220FETARVICERY % 2.3 D%
HOTTXHENT 2170, ZOEEKREZE 21T
HTRUTIZ. Zh 50 0REMNZEE O X 5 EHT X
BR2~5ICRUT. R2ILBI3UBXU0R4BL
O 5IRUZORNE, d=5.5A (I/1,=100), 2.77A
(54), 2.70A (32), 2.10A (35) OHEREEERES & U4
SRE »H T A RFAEHETH 5.

120°C o°
e © o ‘.
100°C e
w
[ L 1 1 1 1 |
10 20 30
CuKa 268 (°)

K2 @&HR CaO: By0;=1.0:0.8, [ISHER
5h, BKLEHOWERXREIFTRE
@ : CaHBO,;, O : Priceite
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0°C
13 Q9

Cuks« 28 (°)

3 E4HE Ca0: Bi0;=1.0:2.0, KIGH:RE
5 h, BuKWLELERYOKHKRXRETRE
@®:CaHBO;, O:Priceite

3. 1. 2 Priceite D&M EIR
FGHER 5 RFRIC 331 2 A RBAR 2 B 6 ITR U7z,

priceite OB —MHDERFERIL, BEAMHREKHRE

ICHBKELTEY, BEAMARI, CaO:B0;=1.0:
1.0~1.0: 3.5 0EANT, KRGEERX, 120CLL
Thb. HOICRTESERRL, 28L03 1, 0WTh
bELYOFERERL, RIGEBEOLRELEBIT B,
O; ITE AT priceite DERERIZ, HHS - T
A.
FRSEER % 20 BRI 3 5% & fASEAR 212, 100°CH
EFTCIETT 5. KR priceite 1X, SEHEITENRET
TERLUTNELDEE Z50, % 0 HEREE I,
100°CE YN SERENEETHS LTINS,
Priceite OARAERONH, FHCHBERIR 3 DI
T, 180C U ETRAEILEHUMBERL TBY,
Z DIOLER Tk, CaHBO; MSLEICERL TN 5.
CaHBO; |3, 100°C, 100 B5RESIST b, b~ DIER
i3, BHohY, BECFEL W5, ESERAH2O
TR 100°CHE L TER T 1%, RISHKEDS 1 RE

235°C o

180°C O

L 1 1 1 1 1 J
10 20 30
CuKa 26 (°)
K4 #E&#ER CaO: B,0;=1.0:3.0, KGHHE
5 h, BUKLELERYORRXRETRE

®: CaHBO;, [1: kRAELEY,
O: Priceite

BEDOZMT T gowerite (CaBs0;(0H)¢2H,0)” ¥
X 7f nobleite (CaB¢Oy * 4 H;0)? TH 3. Zh b3,
HRERAE VERL, RIERES S HEEEE 25 L
HET 5.

3. 1. 3 Priceite DX AT 3 MMOERREL

BAEHRPEZ, RIGEH2—EDRME L TRk
BUTHERUT: priceite ®d=10.9, 3.62 B
3.48A o 3 BIROMENBEHIC OV THEL, Zhb
2R TITRVI.. BEEB L PRBEHFS—EDOTT
HRR U7z priceite o 3 i, FHHREMSHEL, WE
D5, WERECHMERTH -1z, WAL
R2E, Ric BO; DHIAMWEZ 3I1CPE, 4=10.9
B LU 3.62A DEITHREEDS ANIIT W EAZRL
tz. d=3.48A DEIFEE% 1.0 & U THD=>DME
FREOENE2ZRARICRT. KE Death Valley B
DFMR priceite® O 3 WRORBE LhIL, KRB TER
L1z, CaO : B,0;=1.0: 3.5 OB HITEMEE % -
TNB. 2D EpD, KR priceite DHERRIZEHS
HigR+ BRBEICEAZR TH S LTINS,
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3. 1. 4 Priceite DKERMDXMEF

Ca0 : B;0,=1.0:1.25 235C, 5REOFHETT
HRR UTz priceite #91 €2 104 X 5mm @ ¥ 7Ly
RNV RF LR 2L BNTRIEL, H&RE 200~
1200°COFE DR T 30 FRME LIz b, HEEH
IEB LT, 185N HERY O X SREIT R 2K 8 I
5. 400°CHHE £ C priceite DEITHRO—IBHIEE -
TN BHS, 600°CTIE, SEEICIEEFIREE 2%, 800
CTH, 7y &k VEREOEKY CaB0, 171 A3

210%c SRS 5. WIRTRELAH S, & SICEEZEY
\\,b*ﬁ*J % L 130CHSECIEEIT 2. UL, BRBEDORH
(] T, TIERILT 5120, Eho 1200°CHERB D
o XA, BB CaB0, DI ETRT
1700C DDD D 3' 2 ﬁﬁ-ﬂ&“ﬂl'\“? I'“}ll

w 3. 2. 1 #ARBYPOFRABRINZARS b

kB ORE AR ORAFUI A< b v 2K
9izR Y. 800~1000cm™ i, MiHEfk+ vFEIC, i
1300~1400cm™ &, =AM+ vFRICE S TRD L #
Lxpn TG, FRICRTOT MO 8 25X

L 1 1 1 1 1 g

10 20 30 — g ; -
2Ry MV RRTH, SRROBEBERET S ERAE
CuKg 20 (°) e
R5 EAMR Ca0: B0y=1.0:4.0, KM TREENTER.
5 E, ?&7KMEZE;E%®E%.X;§@;[§HB 3. 2. 2 Priceite DEBWOHRAMTANT b
O: kAE{LEY, O: Priceite X 10 iz priceite DPERPIDFRNTILZ <Y |~.;w*g
PB1
250 p b\ -
[ ] ® 0
(] ® 7/
200 |- n
® [ ]
S |
< 150 ® ®/ O -
§ e ©o0
§ ® lb/O
% 100 - ® ® 0 -
1 1 ] 1 ] 1 1 ] 1
Ca0 50 B,04
mole %

6 # 4k K R 5 B M ¥ i 3 Priceite @ 4 R #H B
@®: CaHBO;, O: Priceite, [1: RAELEY
— PBI:fasfml, —PB2: MHAH2,
——PB3: fHEAE3
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Ca0:Ba0s hgq:lps: 1,4

10:3.8 20:20:10

10:3.0 08 :13 :10

1.0:2.5 09 :1.0:10

1.0:20 Q7 :Q9:10

1LO:1LS Q5 :07:0

1L0:125 08 :09:10

1I0:10 05:06:1.0

2 —
TR

20(°)

K7 HExOBEREMRTICAERT % PriceitedX
FRET 3 WMROENEE L
(RUSHEE S h)

L 1 1 1 1

1200°C

° ww
[}

(o]
o
Priceite (o] (e}
J\ 0Jo 00 ’\h oooxo?

1 1 1 '} 1 1 1 1 J

10 20 30 40
Cuka 26 (°C)

K8 Priceited R B o X # @ 7
Priceite: CaO: B403=1.0: 1. 25,
235°C, 5h
O: Priceite, ®: CaB,0,

3600 2000

1 I 1
1200 800

wave number (cm 1)

M9 BMAKNLBAEARDOFNBIR A RZ by
a CaO: B,0;=1.0:0.8, 235°C,5h
b CaO: B;0;=1.0:2.0, 235°C,5h
c Ca0O: B;0;=1.0:7.0, 235°C,5h
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Y. 3. L4 oXEEITRERE RS @G LT HDY,

400°C £ T, priceite DB A RS FITLLTUND
A3, 1310cm~! DWINIZ, 1360cm™! DN DEIT 2 -
QN5 600°CTIE, XMEITICL 2 EMEETHY,

800°C

600°C

29

L

400°C

200°C

priceite

L 1
1800 1400 1000 600
wave number (cm_l)

K10 Priceite OHERYDHFEMNTIL 2R 5 kv
Priceite: CaO: B,0;=1.0: 1.25,
235°C, 5h

TGA

PR 2~ 5 f i, Z2D 7 a— FTKRE LRI &
A, X51T800°CTIE, CaB,0, DfESRLITLEN,
FBUBRNEME B 2R

3. 3 PriceiteRZE#NT (DTA) HEXTRXHE

7 (TGA)

X#RETic L b priceite DFEEHS B < FEL T
% EMEBUTZERNC T DTA B X TGA fiisE %
fiolz. ZNOHOMERRILICRY. %I - FEEK
SO E L N — 2 g 2K 3 ITRUT.

DTA OFf—— 213, 220CH Sk E A Wy — 2
TE—/REIR2I5CTHS. FEL—21F, 330C
ICBAIRIR R 2 b D IRB © — & T, 480°CHs © — 2 IRIE
Ths. KR priceite!® T, ALBDO ZDFE—
21, 200 MYE - hoRS EHGEIN TN,
WED =213, 640°C ITPIIRIRIE %2 b2 F#he —2»
TOI0CHE — 2 ThA. i, T00CHITE TUHE
JETH-12 00, CaB0, ORGERALITHES Fdhe —
o LB X NS, 1050°CITPHIRIRIE 2 o880 & —
%, VEREMCRED s — 2 T, ©— s REIX 1135°C
Ths.

TGA iCk%&, DTA OfF— — 2 ICHEMT 58
JEBRT 2.5H,0 B X B — 2 IcHIYS T RS T
5H,0 oBiKICHiS < WR2TRT 5 2 L5 TE.

* 3 Priceite » DTA & U TGA wEfsHR

t—7 =7 v—7 L
No. HGIIEC) i) R R

AP N
[C=NelNoYa)

DTA

1 220 25 WM 2.5H:00Mk
2 30 480 WM SH.0 oMK
s 75 om0 mmo (S
i
4 w00 uzs w0
|EXO

1000 1200°C
|

END

K11 DTA % X v TGA i #
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(a)

X1z & 7 i
(a) CaHBO; (x9,200) CaO: By,O3=1.0:0.

(b) Priceite (>

(1981)

(/.

<5,200) CaO: B,03=1.0:1.25, 235°C, 5h

(c) REEILAEY U (x6,100) CaO: B,0;=1.0:7.0, 235°C,5h

3. 4 BFEMBECKSEKNEBYORRE

HAETE B EEIC X ) CaHBO,, Priceite ko8
KIAFALAYU OBKROEFHEPHEEL, K12 (a),
(b) B (c)icxzhZznmiz. CaHBO; L8
priceite 1%, JIEAICHRIUTIEERRTHY, LW
IRICIENEFTARTET, 0.2~2¢ Ok %533, Ul
i = &30 BPRABIEET, RNABRRZE T S
b ohE <, 0.5~3p¢ OREZHET 5

3. 5(h0®‘ﬁ&$UPmmm®ﬁﬁWL T

3.3 THRE#21T- 720 & A Uik 20 ¢, CaO
SR Tz, ZOfEHE, CaO Gfiftid, 31.84wt%
Tho1z. Fiz TGA »oHR®Iz HO &HFHIIL,
19.50 wt% THh 5. B,O; fitld, N b500ikiE

Priceite DEE(LHIN G150t 5 L
FEE (wt %)

CaO B203  H:20
(%) (%) (%)

4Ca0-5B203-7H20 32.11 49.84 18.05
4Ca0-5B203-7. 5H20 31.70  49.21 19.09
5Ca0-6B203-9H20 48.56 18.85
FEER (A pipriceite) 31.84

#* 4

32.59

48.66  19.50

it 5 Ca0 B Lo HO St 275Uk iz,
N B0 % 4Ca0 - 5B,0, « TH,O, 4CaO - 5B,0, -
7.5H,0 ¥ X 7f 5Ca0 - 6B,05 « 9H,0 D4 ALY,
K OF/ LG & G 217572, 2hbo
BB X OHI R 2R 41T L TRUTC.
KO 5 U THIR priceite dALERLKIZ,

4Ca0 - 5B,0; « 7. 5H,O TH b axvy. 2 OALEAHLAT %2
TGA, DTA 7Y OfEHEA 3% & priceite Off
1E, Cay(Big014(OH) )-2. 5BH,O Th 5 &z X

ns

4 1%

1) priceite A — k « & L — F % T BOKSA
I\T@ﬁbﬂé’i’ﬁcﬁ&t )QIL“YIIIL ).'Jét 100"\/2350(:, })lJ;L\

Hef, 5O R TI, priceite |E, CaO : B,O,
=1.0:1.0~1.0: 3.5 OHPHPNIT BT, #120°CL),
k@&mﬁﬁmﬁnfmwm&ufwm¢6

4% priceite @ DTA, TGA o#lliEic kb,
priceite 1%, 275°CT 2.5 VDK BIIN, X 51T

480°CTH £ DK RS SH. Z L TT50°CT CaB,0Oq
i U, 1135°CT CaB,Oy 1%, 1AmELd 5 2 & H3fif
-72.

3) Hhk priceite LT L8 TGA, DTA
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DIRFTIC L v, priceite OERLF KRNI, 4CaO -
5B,0; + 7.5H,0 &#E 2 65N, ZoMiElE, Ca,(By
014 (OH) ) 2.5H,0 & X hic.

4) KT priceite VRS 286,  ZON-PHE
E1E, 100°Ck W< 570fK<, borosiferous water
o+ vEglE, CaO : B,0s OHIEHH 1 41Tl
PHELUTNAbDEEZLN, I kD priceite O
DR U T A AHEE 2 AR KBR L D HEET 5 2 &
P&,

AWFEIE, “REA—K -2 L—=7ck s CaO-B,
0;-H,0 —;"”’a”, S - fEE, AR 5B 21 4R,
1968 45 4 A 5 L 8 “priceite A", K5« fHIE,
AAAbEA8E 23 454y, 1970 4F 4 HIC A& THRE 21T
-5
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