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O ABSTRACT 0O

The aim of this research is to study the optimal conditions for the preparation of
hydroxyapatite , Chemical formula: Caio(PO4)s(OH), (HA). In the three-component
system: Ca(NO3),-(NH,4)2HPO4-NH3.H,O , Calcium Nitrate was prepared based on the
calcification of the white eggshell . to obtain calcium oxide (CaO), which is treated with
nitrogen acid, while ammonium phosphate Mono hydrogen and ammonium solution was
taken from its pure packaging. Hydroxyapatite (HA) Cayo (POy) 6 (OH),was prepared
under specific conditions, mainly: concentration of solutions used, speed of addition of
reagents, reaction mix temperature, rotational speed, purity of materials used, and pH of
the solution.

The study showed that the solid compound recorded in the three-component
system, which was separated from the liquid phase and dried and chemically analyzed, has
the total chemical formula Cajo (PO4) 6 (OH), and has a Molar ratio of Ca/ P=
1.666 . and the preparation process was better in the model burned from the dried model
and confirmed by the study of samples of the models dried and burned by IR infrared
spectroscopy and XRD X ray diffraction spectroscopy, The burner model was a crystalline
product, but in the dried model the output was mixed crystalline and not crystalline.

Keywords : hydroxyapatite HA , infrared IR , X-ray diffraction XRD .
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oy 57y S Laal D ag gl sl Hesens e G pspallSsugl GlR e
OSAl) 5 angl) dabay Gl iy alaall s il bz lady Cueadiud i e giall gl Lgilaladiiud
Juagll Je 38l bioactive dpall dlladll biocompatible dygpall L) eaibad cuu &lldy
shally N predial) paill ShaSlh ST IS Bles eSS LS Gy Liay ((oadael
sl SN i d tlgie SN ¢ Agalaall JHad) e el Ao genall 03 s [1] QL) alial iael
[HA :Cajg(PO4)s(OH),] :4silasll Zapall iy HA (hydroxyapatite) sl S o et Al
e [TCP: Ca3(POy)3] :dsluasll dapall ifd TCP AU Asulll wling 5 «Ca/P=1.67 dwull,
i [1,2] B-TCP 5 HA e Jaiis BCP skl 44l culgiall 5f Ca/P=1.5 dwall Bl o cpl<all
S35 Aglilly Lol alil (pe oLl oo 3 Tan Zalgd) g5 8l) 0 8 dyguad) Slpall jpans dlee
) Gy g Ay gonl Liagl g€ Jlava s Lol Ty Lebaia) a5 Cum sl o550 52V et
Ll Cajo(PO4)s(OH)y cusld (ouSspam e pumayy lylall Ll Al Ty pe Aol iy
precipitation) il 4 tlgie SN sac $ihkys AfleS Ol (e il 8 Glasalls allaall
A8ll) 4y)hall Al ([6] (sol-gel approach) (Ja—dsw)ddk «[3,4,5](technique

¢ [8](multiple emulsion) technique ssaxidl (il 4us ¢ [7](hydrothermal technique)
Lyl cunpll dus ([9-10] (biomimetic deposition technique) 4isall dipall cuwjll 4

.[11](electrodeposition technique)

adlaafy Gl Loaal

Jalsall (e dcaiia donliail 46S 3y 4 dugm dumade 3lse o adiadl juoaadl) dddee el
leall alasinly HA Cutld aSgonm juiaad pad ol 138 (8 dasil) QIS L (g pualal) Ly L dalg)
F0sSall 45005

G das e asdlSl G e Jpasll S Cus < Ca(NO3);—(NH,),HPO4~NH;3.H,0
it )y CaCO3 a sl sy S Bale (e 530S L3S o gsing A (zladll Gap 138) xnb g Liie
lalles 2y slladdl CSHall () dsad s (Ally Ca(NO3 )p ased Sl s ) Lelisaty Leuadlaiu
el b aadiiin HA syandl saldls ¢ sagall e mite o Jpemall Bl bagyill banm pe Loles
8 Ga paliily Aally ia ) ekl 5dgh Al Aalll e 2de 13y Sl adl) Aabn 8 Al
.

r0dlgay Ciayl) 3k

(Chemical used in the research). ) A daadival) Al Jgal) -
adl b dedid) Ll algdl (1) Jaad) con
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Gagl) b Lariinal) il algal) (1) Jstad

e

sl
salall 1L daal) EAN 35601 % dasliall 48,
(gr/mol)
2 )AL
65 }A:—’ ch C,oHsN,Na,0¢.2H,0 372.94 99.9% Scharlau,Barcelona,
. ) ‘ £ ok .ww..w\g . .
Gl 8 O (EDTA) ° SPAIN
J paes ey
asgeall s e NaOH 40.00 99.0% MERCK
~ Panareac,made in
Cag V) aes HNO; 63.01 60%
EU
RPN RCRENE
e # (NH,), HPO, 132.06 | 99.5% MERCK
el Anlal
astisa¥) 258 NH,CI 53.49 99.5% MERCK
Lisa¥) Jslae NH; H,O 35.04 35% BDH
3ay) Cland 98-
TS (NH)eMo; 0,,.4H,0 | 1235.9 MERCK
Ll dely) 102%
§ o H NNAO.S REATIFS-RAL
35! | e a -
) pasfad 5 T @ CLICHY-FRANCE

( practical part) leal) giall —

tod Bae Clshd e Al ol el o 3al) callyy

Ca(NO3),.4H,0 aspadlSl] il jpians -A

gsine ) (Las) anl) ) ganhe syas o alde) Lysta apdISI i (e jpmal

anll a8 (e 26.299 gr ey S cial Sia ¢ 94.99 %y o sl Glin K e Alle A e
g8 b b Gl A4y Gualdl aggydl slaall g oam olldy Lel bl calall Caldl
8 8 sl [12]Lha asedlSll cligg€ Glkas ) @lld 5358 900 °C dayll xie (Carbolit)cul s\
$AY) Alas Aolaa)) Cisa (and)

9000C
CaCO, =i CaO+COZT

S ays il s ol 2l e sl Ganl CSHe Gy oSl 2l JlE Sle llaid
asedl&l) 3l Jaid 2 M 535 250 Ml layss cos Y1 (mes (e AeSs cialse lly (14gr ks CaO
t V) Jelil ey Ayglladl) o gl i Jolaall 8 (S s Sl
—» CaO+2HNO; Ca(NO;3),+4H,0
(wla)  (dil) (Jalagle) (i)
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r0psSall A8 Alaal) (B cutll auSg o pant Aus -B
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LAUDA-THERMOSTAT, TYPE S) g5 @ha liusasi hall abiie faa sasasalls (1) JS20 b
Jslae gsing apaal Lii _adhy 33530 dlasall Lafd ¢ 80°C shall 45y 2ie Ly (1) ( 8/1
Jolae (ssimy (4a8) AV a5 0.911¢80S 134N inallais 25% 585014.92ml 1ginS (828)) LisaY!
ISy Lt ad e cplgladd)l Canai L0.6M W3S5is 250Ml WS s pnel) dpalal asiseY) i
Ao 05S Lain (4883 /1Ml Joned) mgsed) Bl o5sa¥) iliinsh Jlae dilia) Ao pu (158 Cuny (alfia
Aatl) 2580 °C 5l dap dies lee Galslaall elgiil Ly Cumy (428217 /1MIJanay) Lisa) Jolae il
s clglaa) Ala) e o leil) xy A8835)531200 Ly Al Aoy SleS dhan aladiuly e
aoall pH dap cawd a8 Adelal) dleall 8 JalI okl (il Gl dilia) clelu ol sae Aeal)
sl pne Gilis Bilu shy Galll Ganl culy Qs sl Gyl Alasall & IS « pH=TT calss e lad)
Db aad aladinls g uy A Giadl de b sae b)) ae sl (i o oL dayf 300 o) gy
s @l Ja 105 °C shall daps die JlpeS Caine b ) Caing ¢ pulaiil) S e Ll )l Juigs
iy cdbaall zagalll ane 1Y) il ¢ bl Cpand ) Sl o) andy (24,1871 4 culS
sl jaataey Y JKE) o i) pasail) (o Jeanin) M5 g9 aall gigalll e S Al
S Jiiy e (B3R )5 (b iy S el e (pa alaial i JSG cuiaday 4ie S 23] Caiadl)
Crinday Al Gy & clels a)f 534 1000°C 3 3y die Al Cijas (Carbolit) g5 SljeS ¢
cGgaall Zagall Jidi Ay (eilaiey ae JS
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(HA) Cayo(PO4)6(OH), cusill (S g st gall wiSpall jpudant dsgana (1) o
dilad) jshall ga (ubaiyg Al i) Alaal) (B Jiiall bl okl -2 Ao liil) gsall Sla Aaus il g aSaill Ciligasi —1
0.6M 3555 (NH,),HPO uag gl Agalal i el ilinngd Jlae gsay Jall aad —4 §jdlan culadd 4330, §ehe Apga -3
A ial) ol a SlS e -5
.25% 3854 NH3.Hy0 Liga) Jslan gsay Jaihii add 8. 4ala) Aag —7. ala) il cuuidd -6

Z R gkl
Ciinal) alial) sl Tasl) Joladl -
(Chemical analysis of solid phase dried)
Olillyy Sl g1 Gmeny dads 0.2g5 Ly Jdaill Caindl Gloall slll (e die 335
in bl U oLl Jslaall JeSyy 100MI dinas ples ¢35l ) Jslaal) Jiitys 358 & JolsIly Al Joniié
SR 3y S spuelly Cligilly asadl sk o IS a8 Qs 5 Adpladl gl e syl
[13] (Complexmetric titration) —clsiaall J55 Giplae aladinl o pull&l splae G Cun cdgnajall
132250 dad yics (EDTA 0.1N) agoseall AU JAI) Giaea U5 ol (60 Gili (e ol Jslae alainly
391 a5 S5yl (Indicator) jeis 3sass (PH=10) buffer s Jslas aladiu) & cia (Jsladl) pH
i 5 3 .[14,15] Ca™ 1 5yabal syleall oy sNIg(Eriochrome Black T)  (CyoH1307N;38)
o by 3 (NH4)gM07054.4H,0 o5 sal) o g Lgmpms sty sl Aipplally PO, il 35 4uaS
o) Cludiagdugd e hal ) JSEE ol gy PHST Sl ) (me
&> 200-400°C 4y Anpy (A hingy gl @l daxdels 3558 aiagy & (NH4)3H4[P(M0,07)6]
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Bt Wy . [16] Gliwgdll A st 5 (NHy)3 [PMo 0408l dapall e Jiassd at)y cld
cessall lelay daxilly (el (o (i) 3leay JanSs 2l

tosSall 400 Aleall 8 JSn) Caisall aliall shall a))pll dpyatll Jlatl) 308 (2) Jsaall ca
. Ca(NOs3),~(NH,),HPO -~ NH3.H,0

sl A3 Alel) (B Sl sl il el A pall (o) gl G (2) o)
Ca(N03)2_(NH4)2HPO4_ NH3.H20

lall skl 5lsd Ca"™% PO, % OH %
Agsiall At 39.8938 56.7160 3.3902

Gl S e o bl LAd el Aulaall @) g (3) sl
.Calo(PO4)6(OH)2

Bagagall 3leddl A gial) candll Al Al (3) Jgaad)
CalO(P04)6(OH)2 (K.JMLJ\J\ PRI} Giliaggd )C'.\_.}'.il..ni SR e gé

Lnloall 4 el Al
Ca*?% PO, % OH %
39.8948 56.7195 3.3856

S5l 43Sl 350 A gial) asll Aoy Apatl) il G 2 <l (3) 5 (2)culsanl e Baadl
t0sSal) A Aleal) (8 el Caill Sy p0m
Bam waadll ddee b Aadadll bagyall of e Jyy a5 .Ca(NO3),—(NH,4),HPO,~NH;.H,0
ilual)  shll Alanal) dyibuassl) dbpuall ayan -
(Determine the chemical formula outlined solid phase )
sl (& (e 9 LS dlaaal) 480asl) dapall Ciaa LheS JSE liall shall ot ax
(psnsay! il Bl shall 3 IS, :3a0l).[17,18]¢(4)

Jaiall calial) ) shall Alagnall AyibiasSl) Abual) ypantl Ayl 455l (g (4) Jsaad

alall el 5 )i Ca™ PO, OH"
2usid) i) % 39.8938 56.7160 3.3902
2 il 4 ghall sl anes
)jj '{’“j M\'w\"’: 39.8938/40.08 56.7160/94.9714 3.3902/17.0074
e ‘Z - 0.995354 - 0.597190 - 0.19933
Sl dxall A5 adi | 0.995354/0.19933 | 0.597190/0.19933 0.19933/0.19933
sl e -4.993498 ~2.995986 -1
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244 B 9.986996 ~ 10 5.991972 ~ 6 2
cn g ol Y Lo
EREEEINLS
Clall skl dledl) Cay9(PO4)s(OH),
fed JSdnal

td bl pelall 2l 5 Al fbasl dasall o) apal) Jeally (4) dsaall PR e 23y
Apalall aalydl) 8 535msall HA Canlil oS5 )08 50 Bapn pe 2 JS45 il a5 Cag(PO4)6(OH),
Agpaall Aleall b glladll (Sl jumat daia e Jay 13y .[19, 20]

Auhil) B panal) cutll S GSsal CafP: dggal) Lpndl) yyaat —

Determine the molar ratio Ca/P compound hydroxyapatite recourd in the )
(study

b aehaain JaY i dalgd) chisd) (e HA il oS50 (S5 CafP dgdsall dpil) e
Jsaad) 8 LS clinsgil) 5)La) sl Lol an eyt L LS s 385.[19,20] daballs dydall JleeY)
psdlSll Ay il Al Ciaa 28y PT%=18.496785 (5Si yshunsill Lysiall pil) Canai Lia 5 (3)
1(5) Jsaall & LS Adsall dpal) 3an3 llh axy Ca ™% =39.8938  cuilss
il S g GSsal CafP Adgal) Apwil) wans G (5) Josad)

3yls) Ca"?% P"%
3l il At 39.8938 18.496785
Aaall dall A
ot il il 39.8938/40.08 = 0.995354 | 18.496785/30.9738=0.597175
@A
i sal) dull CafP 0.995354 / 0.597175=1.666

@ lele Juanind) il S50 (Sl CafPawad) Asd) Zul) o (5) Jsaal) e Badls
el Daalal) aaball b 53saall il S5 Hm SHdd CafP Alsall Zawil) ae v g (S Al

[21] [20] [19] el aaall
1.674 1.71 1.67 Ca /Pl
JJJ)AJ\ Glua —

rde @l b caliy ) 401 dall okl g

10Ca(NOg), +6(NH, ), HPO,, +8NH ,O0H——>Cay (PO, ). (OH) +20NH,NO

5 3+6H,0

il Agylall cagll €508 ABS Cua 8 ¢ Ca(NO3),—(NH,),HPO 4~ NH3 Hy 040 dlaall 3
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a3 el o aa 4ty 24.1870 gr & Aledl bl S50 ABS clS Ly ¢ 25.0798 gr
(A A e G 96.44 Gl
24,1870
w9 e o7e8
Gy s Sgas Bpmaall Bald) b AL daeS gl dag ald by Bas g0l dad ) Dl
sl Jand) o U 5all) (e g3 gl
Bydanall i pall dyiidal) (alsid) dula —
( Study the spectral properties of the compounds prepared )
2a) Adldagy HA cunll 5 pnell Boymall 5 Ciinall (nd gl g pmaall LSl sy
Logyd 383 Aped Lpnapall Gluhll e iy 2 XRD i) 4 zhpadl Ldllaays ¢ IR jeaY) cias
b osSall A Aleall L lajpiaas
Ca(NOs),~(NH4);HPO,~ NH3.H,0
IR jaa¥) ciaila 4oy 4dlaay 484 jaally ddiaal) opital) o)y —
(Study dried and burned the two samples in the IR spectroscopy)
HA ol S50l 35 mall 5 Cainall Cpadsaill IR jeaY) cinile 222y Gllal s
Gasa &l (400-4000 Cm™') :Jlad) & (FT-IR THERMO NICOLET 6700) : jleall alasinl,
AV dag il
SCAN 64 , RESOLUTION 4Cm™' ,MIRROR VELOCITY 0.6329 , APERTURE )
°C 5yl dayn de Cainall z3saill) HA it a5 0l FT-IR jeal canile e (2) JSal G (74
°C sl dap die 35 mall zisaill) HA il a5 0l FT-IR jeal) cinile Cada (3) J<alls (105
(stretching vibration modes) Llkid culjlsial ae Gil5h add 25as (3) 5 (2) GalSal e Jaadl (1000
(bending mode) clisil culjfia) g GsH ads 975-1110 (CMY) Jladdl 3 P-0 g5 (o Las 0
PO, i sil) degenal g cpesill MS 55805 560-602 (Cm™Y) Jlaall & O-P-0 g5 (sa sl
HA culd aS55ma 0Se () 25a3 OHT J clifiial ae G855 addy ¢ HA cutill oS50 L b 335054
ie sandl 4ali C-0O pa G853 add Ll +(7) 5 (6) cnlsind) (8 Bine Lpadly (tiaall oLl il a5 (g5,
A5 (Sl ppantl e ol Jladll 3 CO, Sl paliaial qasy i ll, CO377 sy I
Gayaall zisall b Clingdll daill aadl) o Jaad (3) 5 (2) lal Ajlie DA e Liagle [22] clig &)
Oms - Gaaall zigalll (855l Baly @l g Caiadl il L ade o lae ST 0S8 Gaal cnaial
e cainall zsall) HACU aSomm e A sagaall dapadl) Loy Il clifiial o8 aal (6 ) Jsaal)
[ 23] oxnall Cainall 2 3 saill e Lgiylias (105 °C syl da

96.44

25



A:.uj cd..)li se\.lf:

OsSall A5 Alaall 3 sl 550 gsand) Sl pumanl Bl dag ) G
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00

(105°C 30 A0 die Cilaal) zigaill) bl oSy gl jaal) ciaile Ciga (2) JSill
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62

6o |
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a8
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4000

2500 2000

H20
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P-O

2500 2000 1500 1000

Wavenumbers{em-1|

00

(1000°C 51 days die 3g,aal g igadll) ol S g aell jal) cadle cigh (3) Jeid)

HAGI a0 oifsa (o S5asal dass o) Il ) A1 asb aal s ((6) dsand
[23 I masal) cibaal) z3salll aa Lgiiiag (105 °C 5i)a days die Chiaall g 3saill)

Sl g gaill g i
HA bl S5 508

ALl il o8 (Cm')

P-O (stretching
vibration
modes)

O-P-O
(bending
mode)

C-O | O-H(H0)

O-H (HA)

anall Cainall 73 pall
Ll b

975,1045,1110

560,602 920,1360 1630

3565

ol Cainall 73 5l
[23]

962,1038,1095

565,603 1420 1650

3570
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HACW aSonm 0SHe (b sasasall Lyl clifiial ad gn 3l (6) dsaall e Jaadls

Ciilsa) af aal cn (7 )dsand) 5 o 23] calall gasal) b ddpm sl il pa (Ciinall z35eil)lygad sl

eisylies (1000 °C 5yl Aays vie Gopmall gisadl) HACSLT (S50 S50 (8 53505l el T )
[24 Jeemmsal) Gopnall z25all e

HACUL S Sn B Bagasall Lnatl Julg ) el ad aal Cuy (7)dsead)
[24 1 a0 ol gisadll aa lgiiliag (1000 °C 5)a Aa s dis (59 a4l g dgalll)

ALl ,l) ) yial o8 (CM™)
gl s P-O 090
Fpw hi .
s o | BURKNING | (pending | C-0 | O-H(H0) | O-H (HA)
modes) mode)
———
d’ﬁjjf”d 1052,1095 | 475,565,602 | 9251385 | 1645 3580
Sz [ 060 1000 | 472,570,606 | 1459 1640 3575
[24 ]Gujdl

HA ctld S5500 e 3asmsall Lalg sl cliial ad Gn v )l (7) saall (e Jaadls Laf
Laslil) CylaY) add o A3liey [ 24] alell aasall 8 disea gl ail) g (Gayaall zisaill)lyad sl
O i 5yl Lpalall palyll 3 sasasall adll ae (Gsyaally Chinal) uadsalll 3is umsall (Sl
z sl (b Jumdl (6 Cams Byl Aayd (B (6 DAYy HA il (508 0S5e 58 uaaall Sl
-Gl

Aiuad) Al Adldaay 48 g jaally ddiaall it Au)y -

(Study of dried and burned samples in the x-ray spectroscopy)

HA il S5 )aell Goyaall 5 Cainall (padsaill XRD dyipad) 22V zhadl Galidal Cums

Lyl Gaca elldy 4,0 Al Aa A (stoe stadi p diffractometer transmission) Jleall aladiuly

14y
Radiation Scan mode Detector | Monochromator | Scan Type Generator
CuKal - Linear Curved 2theta
0.154060 °A Transmission psD germanium Il mega 40kV,30mA

hal) Aoy die Cainall z3galll) umad) (pall XRD L) 421 2 hpail ok (4) JSEY

Sha dayd die (gymall Zsalll) jumadll CSall XRD Al e zlail Cada (6) JSally .( 105°C

XRD dlihe oy «cpndpaill NS $han Gty pad 3335 (6) 5 (4) 0ASAN A3jlia PA g L2 (1000°C

dapall aalll PA Go @lly edays skl A 3250 Jray Cun Chiadll zasaill (G gdaly IS5 Cije 8

S e JSi e Anil A 5ynS 50 Cldy Aaalys A aedll CulS (35 pmall zasail b Laiy Limiaial sadl,
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808 .0

Counts

105 °C sall dap sis [ 25 ] majall Laal 3 cilaal) g agaill (XRD)Adsad) 428 ¢ )ad) cish Jada ((5) Jeid)

[ 25 1 aasal) g aabal) b janal) cibaall ¢ isaill 20 ashll gdlsa ad ¢ (8 ) Jsaal

Al ) | Al pdse Rl pige | Al by | Al pdse il 850
Gub b | 320 canpall | 3 20 lead) | Cisha b | 520 canpall | 3 20 el
XRD | ciinall gisall | inall zigall | XRD | Ciinall zigall | Cainall z3gail

1 7.30 7.25 13 42.1 42.1

2 11.50 11.12 14 44.2 43.8

3 17.50 17.75 15 46.8 46.9

4 23 23.5 16 48 48

5 25.99 26.0 17 49.5 49.60

6 28.1 28.12 18 50.5 50.50

7 29.0 29.10 19 53.2 53.60

8 31.98 32.0 20 54.5 55.6

9 32.2 32.62 21 56.5 56.8

10 34.1 34.25 22 57.5 57.566

11 37.5 37.25 23 58.9 58.75

12 39.9 39.75
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[ 26 Joaasally Al b janal) Lead) 5 paal) 7 3gaill 20 aal) gilsa ad e (9 ) Jstad

Al ) | Al pdse Ll pise | il il 5 Al g

Cb | 20 ganpall | 820 deadl | Cih | 3 20 gaspall | 20 e

XRD | Gaaa) zisadl | Gymal zisall | XRD | Gomall zisaill | Ggomall z3sal
1 11.1123 11.1765 14 42.2801 42.19980
2 21.9801 22.0025 15 44.2509 44.3785
3 23.1004 23.2089 16 45.5891 45.4099
4 26.5975 26.4814 17 46.9011 46.8079
5 27.1308 27.1250 18 48.2078 48.3022
6 28.4530 28.3750 19 49.6250 49.5789
7 32.0012 32.0025 20 50.4591 52.3257
8 32.3103 32.1875 21 51.4982 51.4108
9 33.0014 33.1074 22 52.2110 52.1907
10 34.2668 34.8725 23 53.3254 53.3599
11 35.5992 35.5001 24 56.1021 56.1120
12 39.3300 39.3332 25 57.1498 57.1139
13 40.0001 40.1275 26 58.2271 58.1398
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