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Effect of Calcination Temperature and Li/ TFA Molar Ratio on
Morphology and Phase of Lithium Fluoride Nanoparticles Produced by
Fluorolytic Sol-Gel Method

F. Mohammadi Bodaghabadi, M. R. Loghman Estarki’, M. Ramazani and A. Alhaji

Department of Materials Engineering, Malek Ashtar University of Technology, Shahin Shahr, Iran.

Abstract: 1n this research, synthesis of lithium fluoride (LiF) nanoparticles by fluorolytic sol-gel method has been studied.
Moreover, the effect of lithium ion to fluorine source molar ratio and calcination temperature on particle size and phase of LiF
nanoparticles were investigated. Lithium acetate (C:H3Li0>), trifluoroacetic acid (TFA), ethylene glycol monobutyl ether and
oleic acid were used as sources of Li* and F- ions, solvent and growth inhibitor, respectively. Thermal and X-ray diffraction
(XRD) analyses as well as field emission scanning electron microscopy (FESEM) were used to investigate thermal behavior of the
primary gel and to determine the phase and morphology of samples, respectively. The results showed that the 2: 1 molar ratio of
Li*/ TFA and the calcination temperature of 400 °C result in LiF nanoparticles with a mean particle size of 80-100 nm.

Keywords: Nanoparticles, Lithium fluoride, Sol-gel, Calcination temprature.

mrlestarki@mut-es.ac.ir : S5 xS Gy (LIS J giae 1 ¥

Y4 WWAA 5ol OF 5yl A Jl o pudige 3 4 12y 3150


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

(LiF) pymd Ay 6 535 5L o3l J 8 5 5 s e
FRPEELVICIEIS IR TSN PION JUIpE PH S el sl
s 5> Sl WD 3 HF 5 LIOH 55 3 o smopd Sos54
e VO gl bl i L cclg s s S e b
033 5 458 S Sl 2eS Oles =Y 550> pH ol S sl
5 el VYoo sou> cnalls LW LIF 55 oS sul 3l
Y] 45 A5 VL ot IS5 e

55 ol i LiF glas )8 51 S s auiS S sboles
IS il La Sl A5 5 i Al b s
3 oo St M5 5o U 5 LIF ol glass sy
i o Ny ams JA 5 Y] il aSe & pmis I3
S L Pl SeS L (Sl slaso sy sl b sl
b sl 65 S Sl e S35 Jdew S
SO s 0 i & b G il S5 ol
gl Ve s sl 3 OF @ Dby b sl o
o S35 04d iy 4 b G BleS ol OT Lt
e o s b e S50 Sl Ll S
G35 oy L La o i SaS S o asieie dals
3 S IS0 w4 s e Sl 5 (6 20k 2 LB
S8 Rl O LIF (Kes b w5 opomen Al 655 1b
5 Sl pols Sl an S Glasl SIS & e sl
o3l 03 o3 Sl U g g e nl 4 55 e (S
L_fu:}_?q_:&‘sr_i;x}_.;; L oo la gogl o3
el G 3, 5 Sl

U LiF 35 50 A 55 i ol sl 5l s ol
Gmb S G Sad b oS IS L el Db a5
sles S LUTFA  Jso s gl byl (g3lwags
Al d 5550 J5SHS A Bls i 50 0 slinndS
s aan conl (Sady 5556 J5 - w2554 (EGM)
J5SE Gt L I 56T I et 3l e Sldlle 055G
SL s sy Sedosisl I e ras 0o Sl S s s

Ll 0z 55158 LiF &l 340

\Y"\/\Jﬁch'Z)LhLX/\ Jbng\.@ojé 4:-9_)-;\?!5\}“

dodde —)
s o5 o o s T8 ol pe 5 sla 5k
2l bl sl S bt (ol
2 Sl SISl (B Dan plas 8
L (LIF) o sd Ay 5k ol 0l Ole 51[V] Ll 57513
Lnetind daclal ile oSl o ol s plab S el
reS ealn ol 35 e eoliial 5 gar S Ol sews
S LUV S5 8355 ot 5 TR sl Sy
S8 Ol e OF (5,5, LiF sl )8 o Sags 5 S
Ti Mg e 6 ol SaVT L iman (ol b5
5 L 55 s Olssan wile (nl 5305 5 Cu
IY] 555 e oslizal Sl

Jol 56 slads 56 50 e sl S SUSS sa s,
3y [¥] e ol Sn ] Jle s sl i,
Fomw Sl sl gz s V1 J5 - o 5 P] pliend 5156 [0]
35 g ool (Sadgsden J5 = o 51 sdenST Sla Sl o
G 50 LSS 5 il s syl csl OT 0T j5 4
Sl F s JS = e s 00 o e J5 4SS 53 M-O-M
SHF 5l Sl 556 5 Aile iy 5 56 sl
J5 aSes S (6l Slalp s tle (515 glans ST
S glad b w5 (MM gl 5) (Sl 5851
NG dim Je oo b s Al o5 e enlinl
Sled ol S 3Ll b 535 4 Oy 53 W5 0 S
S5 S VL s LS 5 0T J S G ol
Al e sleday iyl sblpe ahes SO Ul
Slado sl s a3 ol S W bl aa
ObSan 5 oLl sl a8 S plnil U5 = o 250 (500
bG5S 5 oSe sy baloa by 5k o] 350
Il s Dl psnd 5 bl Sl L5506 5 75 eSS
Loy s S ag o, S aluas Yoo gl ys Jsl
Voo 05,8 pl oy odal Coras 5k paaid Db o5l

Sl il o LS 5 (655U [A] 55 a5l PO


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

oslaiw! 3,90 4.:‘3| b‘y Slasein -\ J‘g.b.-

o5l oS 3 Jsl esle s,
Merck (C.H3L107) ot p st \
Merck (CoHF302) asl Szl 5 55l 6 5 ¥
Merck (Ci3H3402) aul S5l Y
Merck BuOC;H4OH (Bu = CH;CH2CH2CHa) 51 15 5 55 50 J5SUIS L1 ¥

AMA\:.@S 6\3544‘,.@4 Qw‘gfu—" d_yu\>

(1,8 ol 53) O genlinS slas LUTFA Jg Co & ges IS
Yoo 34 F1
Yoo Vo) F2
foo Vo) F3
foo Yo) F4

53 el 53 ol sy J5 e 355 A5 S0 b 23 S
oo Lo S 15 o8 sle a3 100 gles b oyl
ol ol ez 5 edny ad o 53 58 i S
318 Sleax 3 Foo s¥oo (Yoo clales j3 ol > Slles
S b 2o glome (sl B33 alasl 28 8 515 (0 IS
545 bl 33 LIYVTFA G« 53 5 LiYTFA SSasS Jse
k;@\}a%ww.g_éﬁjlﬁ&b)l;)y@u

.Mos))T(Y>J_9J>.-)JLA4J)A.§

ki pa gl aasntie Sl s ¥
ol BHUT s g I3 Solm S, s sk
L 5 05,1 s> ,5 (STA, PL-STA1640, England) ols jon
L s plol adds 38 mle o Ve sles il 53l Saal
3 gd ol LiF &l 60 s 6l 5 O ganlendS les
s A Sy Son 1 D550 Sy e sl
SR S a2 o3l (FESEM) ' Gl oS ot
Jue TE-SCAN =S, cxlw Ol g o3 sz
a5 iy £33 b S (55 54m 555 I MIRA3-XMU

Me)b‘ﬁdb%ﬂd}j‘f QW&U&'M‘)}

AR

G g, 9 3lee Y

adgl 3 gn V=Y

(V) dodor 53 s ol o3 eoliul 5y 50 olad sl
o=l s 4 (Merck) LT oS 5 5l slse opl i 4Dt
Lin 3y (149/88) VU e o s 51 sl
ezl adslolss (555 Gadme (3l @l o S g oas

A58 pad D30 o By, -Y-Y
ad o Jol (LIF)A )56 a3 50 A5 )
S syl el 055 S 5 O gl o LSS5
st e Vo s Sl g 5| e ke LiF 3
Jsdoe &S o sot dd o (BGM) I 15 51 550 J SIS
(P S il ol s Y 50 S SBla
Aol SI1 555 Ao s S5 olpenay Al Sl 535l 5
e 5 L3 6Ll Ol 4 sl Ly odiSlee ol Ol s
sblas O e Lo g 3l S Sla a3 00 sles js el o
Jol (6 s SO 0 o Sl o ol 55 S 350

8 BUI gl jo el YT e okl Coudd S

WWAA 5ol OF 5led YA Jlo ¢ g > ab b 5l ge


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

[ bl fﬁ:‘J

)

[ (Ml&tﬂj\).lﬁijamjl@.a JALO ]

—{ el Sl 55 5o 5 ]

N\

-]
——

[ AUl bes 53 05 8 i

J

~N
YooYoo clos )5 03 S adS

:\ﬁdﬁb&)a

A5l e s 3 U

5= J oo 2osl pad R o)lgr b Y S5O

4S8 =L Nicolet Magna IR550 spectrometer J.» FTIR
(_;Lé.,\_;}:: UZL_:G)\ C,.:&S}A S @}‘j‘ )\ oslaiad L: W rl’u‘ [sLlS
‘.,\;dewsz e}jﬂjbf‘)jbjjadubﬂm\_dﬂjﬁg)m

Cou g i Y
o) DS e dyb s 4 b Sty s sy
S o3l i 51 Sl IUT el sl e Bt 5l
i HUT) ISt s S plonil 5k o s
OLss sl ppnd U5 T Jols o2uss (6 e ST 51~
Shile S Sy s o 0s (V) S5 53 65 5 5b0kes das o
J5) Jlslsme oy bogs o 318 Sl a3 YV s Bl
Gillee .ol (BGM 5 bl Sl 5 555l5 6 5 (ST 51 Jool>
LS a1 S Sl azm s Yoo gles 5l d TGA oo

L}_gja J_.:\}}'v_.a Cj_..pjﬂ u—i‘ LSS sdalie 4_.3}.‘;.}‘).5 Lf)j

\Y’q/\ﬂ‘bcv;)w ;Y’/\ Jbng\;@o)ﬁ 4:-9_)-;«?!5\}“

AN S s S sl o 5l D350 el S s
Gl i e sl 2 e S L Sl LS )
Sl slnl (5 - Se sl e o 208 L Sl gad 4 gl
A (6 Sl (sl 3 do s ) ey3 Voo
oKws 1 35U 3 e slawl lasl lubs | glaea
ASENWARE &S5 el (XRD) " oS0l 5 i 312
(CuK") s dyb L oo LT glyls 5 AW-DX300 Je
53 Olgiol axieo il HE OS5 s 0 2 ST V/OFIAY
Yo 5LIs L osesl Al eslinal Olghol Slid=s ale S el
Olas )3 /00 oS o3l el e Yo 0L > o5 5kS
;380 Lo Ve 10T e mee 5o 5 4l S oS
g Sl 5 i S Gl s S el
W f[?;;‘ X Pert high Score 2.03 )\J-Alps

s 03031 3 S35k 53 ele 65 8 5 el shatens
ol 55 g3l ol b elizad (FTIR) "y g bids 503 Os0le

Y


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

25
105 7
100 - L
= 2 DTA
&, ! L 18
E op 4 277 °C ,:;:
!
85 - = 10 E
20
-
79 TG
] = 0
70
0 100 200 300 400 500
Temperature (°C)
S5k pad ead i U5 WS s g e ST S eSS ALY s
C v LiF @
400°C K ¥
]
@
S @
-,
g 300°C l
oA AL t 0
]
200°C ? "
s e S ,.—M——".-.—- —AW_I-MMW—HWMH'M_J&.
I I 1 ! I
Z0 a0 40 50 28 60 70 a0 90
Peak List
| .
QO-004-0807; L F; 88 ]
S8 e a3 Foo g¥oo (Yoo iglabes j3 &g 058 256 WSl g p Bl G- s
$les v 3 LI/TFA Sacsl o s b Jgles 3l ol IA 5 Y] A2k 5 p s alls S IS 5 sl Gl o
Aas L;GQL:..: b J‘;L;“\JLN 4.7:).5?"" jr°° Yoo 4_:.6_:(51._.&4.;}“ Ls\j" A.J’Mgi\}';ﬂ d;\ﬂ LSLA‘}Q‘ (V)J.i_:/
ARl \Y’Q/\ j.‘ilt’. c‘ﬂ z)l.a.c:: e‘ﬂ/\ JL.»: ‘dw.l.«.@.d DL WM J\}A


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

L3 = 57.38 nm

L2=105.43 nm

L1 =102.72 nm

SEM HV: 15.0 kW WD: 5.18 mm

RMRC

MiRAS TESSAN

t S pot — g —

fram, P
ETD | 41.15 | High vacuum | 3.0

AM | 30.00kV | 7.9 mm Isfahan Univ of Tech

SEM HV: 15.0 kW MIRAZ TESCAN|

RMRS

;lJf‘;‘sLuc;J.sfw (chjrc”’ (O 9 Al igles j3 odd jo Ay, 4l rﬂ&lw%&jj‘;j}ﬁl PR STy W LR g

Sl ol S Bl axr s Yoo b 0snnliandS glos 5050 L
i b onl 3L Rl s e ] easte S
el YL S glales 3 Jpmamen S5k 55 (Sline
Voo shads glas Ll Lo daly Gillas ioean
OF s M1F 5l Lol S o310l sl S 5le ax s Foou,
il 03,8 ki e
JeeS s S S Sen pslal (F) JSS
sl S Bl az s Yoo sToo glos jo )5l o) Sl
(o =) 5 (Cdl=%) JSC2 53 a8 0 500Lan s e Ol

s Yoo glas 53 oSSl 5 Gl S e s L

S Cmal S el Sy sl 4 5ed o5l S sl
53 psmrd Dol 5B 5 S s 055 JelS edas Ol
oo 5 Les [l L o) IS Gillae .ol Lo
S ey sl 5 LS 5 0 e SLIS U5 sl S sl
NN 3y S Sl ghls 55 ol s s
FEAA FAFY sLilss 5 e ey (V) ((YTe) (Yoo
Sl LS s Gdate 36l ol 4,3 VAVD $0/0

el 3 STV WSt il 5 ¥ oAV S 5

¥


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

oLl 3y s 5 p s ke 2l s ol el Ve
S sy e ool I3 e iyl bl ps 500515 (sla
Sl Ll slisd 5 s ale w5 Gl S g5l
L8]0 S5 5 D350 oIl 5550 sl (6 e

5 ol Al ne DL A5 s s oo
Olej d=ly = A-ls p shiaee Copu daatans U,
4] b Gl ilize Ry
(AG™ Sl ow sl31 g5 51 (Soslos go 5 Ol Jlaz>) P =il
e Ol (V) dasly &y 50 &S

AG”

P= eXp(—F) )
Ll e €S @ ez ol g3l L glad S sl o
e ol SSen gliatea 3 55, J8a Ad, S1e Ol g
el Co adsl Chale il
S ) ) slaas S selendipe® 2 S5
3 Ol (1) daly &) oty 45 505 OIS w0 O
ro KT
37t3n
Gl l Joms a3 S s 5 L) slai S a3 A oS
352 Ol (F) daly &gty Ll 5 o RN Sliaes o

)

CokT *
Ry =nPT' = 03 exp(—ﬁ) 9]
31T n kT

G bl 53) VL ad sl Clle a8 das o OLiS dlsles ol
5oL mhianes GO Corge (LETFA G w55 J oo
g e a5 sl LS Sl (S e (5550 e
Li:TFA S am 95 Jys Comd 55 mlianes Fr oA
S PSS S sl pstd ISP ST e
sy o LETFA G o S s
DRt A e DS SIS S e
e W) 5 (0) la Sty Oy soas Sy 5556 5
s (LICHICO0) s l56 slacle ol (0) STy illas
ol 555 85 5 ¢ e L5 o |- BUOCHIOH S

el LT 5 (Al Sxel ) 55585 3) CFCOOH. 51 51 g 52

Yo

53 sy 3,8 5l a3 Foo glas s 0355 e sl
Lol il oo s o ad 3 ol 5 IS8 o
—¥) U silas ol Sl am s Foo ay andS glos 2158
Voo s 55 Oly3 o3l awgie 5 S S, (5-F) <C
o) 30l s Lo il ol 53 el g 4
Lt o P S50 g patd DS 5 e 5

Ol e oSen el o 3 s se 0 iman
2,5 ol 5 adal,
Qhom eXP(-AG hom /KT) = Jhom M)
3151 65,0 Sl ks AG (S yasil g Sl T radaly ol s
S Q= 2D/ 5 Los T 5 K=V/YA XV YW (JK) ot
S 3 b o J gladd 538y D OT s S
il Olpme dos el U alasly ol Gillae el (555
ol o pdoee 1S 50 Lo 028, YU L ol ols b oo 531
CblE gl b e SRl s 5o el LSS sladil
L air glomean Ladaon 55 aliad o s Jo- 51 casel
D] ol 5 S 05100

08 Do hysld e pnd D3 I w55 e 2 Sl
= Digimizer , sz’ }:JL;T )\}é\p; Sheslaal b oolyd o3l
35 5 o3 a3l e (0 =0) 5 (Ll -0) S5
s e Ol 1 (y3 Ve (gl ) ks N,J.J

i Sl 2z i (D -0) s 55 &S 48 0len
a3 ¥eo glos ;o d,,e U_::.:S S PY |8 W] e 1
(0 -0) JSo Glhas .ol ol YooOoo -y >\J§6:;Lw
ars Yoo gloes 5o dmy )5l o st Sl o5l s s
Ll a6 Voo o § sl

SO as 9 s LITTTFA K clale 1 osls olis ¢l »
Jgdome Ly a5l o g S350 5 (slatulesT LiT/TFA
Slbae 05 S plol LIYTTFA S w0 55 5 LiTTFA S
So i 50 4 S I LIF Joe el Ll 3IL () IS
S35 Sy (0 JS8) gorsdkr 5 oS 5l D)5 2oy
Voot cpl 53 Sl o3l Sle o 03 S Luss IS

WWAA 5ol OF 5led YA Jlo ¢ g > ab b 5l ge


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

Frequency

7

0 200 400

(ah

600 200 Q00 1000

Particle zize (nm)

Frequency

30 100

150 200 230

Particle size (nm)
:|J§L;‘$Lﬂ4>~)bfoo 6‘;;);(?"*00 6\;;;:(J|:.L_a')‘,lir}:.":JQbSojl.\S‘é}thj«S—OJS..‘»

Li* + CH;COO™ +CF;COOH —

LiCF;COO + CH;COOH *)
BuOC,H4OH +CH3;COOH —

CH;CO0C,H,40Bu (Ester)+H,0 V)
LiCF;COO —LiF + COF, + CO )

4 Sl Gt ol 556 e pnd 30 03 S5
Lel L Lo &S cl (pl [A] OLSKes 5 plnil S35 S oot
P s il (S s, 5 s JSL I

\VqAﬁLcV;)wgvA Jbng\.@,«)éwﬁ-’\j‘

\}) JJ—J’F‘
b STy 5V e sty 3 b CHCOOC;H/OBu
5355 slowl (CH3COOH) Ao Sl s BUOCHAOH

j’.'_w\ dul_>-d~ 2>eh (s . (8 u'"'

gl )3 5 5d o sl (J5) ol by &K il cpl as sl >

p_:zgj Qljbjjujjjjlé@;njp_::g L;;L>—ij:a>c))\)>-jl
IA] 555 00 sl s, 5l

LiCH;COO +BuOC,H,OH —

Li* + CH;COO™ +BuOC,H,OH )

A2


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

HV W !
51 AM | 30,00 kV | 8.0 mm | 50 000 x

— 1 pm —

Isfahan Univ of Tech

L Hs 0l MSLF/TFA&QJQML:AM}&A 6"“)".??,5‘ ‘;a‘.Lch..S/‘;ﬁ.:JJ ‘j'jj's.“ &ﬁa;&aﬁjw—? Jﬁ
Jﬁudu&kﬁjﬁJ: J‘;‘;Lw ?J)f°°

i s W]l (e O Gl 3l 36)-OH 5 (U

2 osmse JinS 055 a by s glaVPoe 4l Sl
33 e glaly JUT ool llas .ol CH3COOC,;H4OBu

_X_'}ﬁ‘\_'.laj_afj_hdbl_dj_f0°° j‘ﬂ‘° Lﬁ-j_nb.l_c

Dedsyls Slsen
Z *
S S womi ¥

I3 el s 8 e ST 50 55 56T Gl =)

v

o n (F) ety ke Ad eslil 5,15 BUOC,H,OH
5 sl ge by S 3 Bl S J s 35S
S S s el g iy 5 RN pliaes Co
Pt
S pstd 52550 Jele (slaos 3 opns 5 adllas (ol
= Yooo¥Voe asiome o an b L 503 Ole mnid
o b s Opsle i (V) S5 el e L
2,8 Bl s Foo (glas 530l s sk o pt) S350
el s TFoo 5 YA00 anl js Lo g das e 0LE |

DS 5 S ol B —CHy e o5 5 4 bgy e i

YY4A J':'.’.L.’. Y Z‘)Lw; FA JLw cw-«\.«-@ﬁ DL wjg;ﬁ 3‘)‘


http://dx.doi.org/10.47176/jame.38.3.20532
https://dor.isc.ac/dor/20.1001.1.2251600.1398.38.3.5.0

[ DOR: 20.1001.1.2251600.1398.38.3.5.0 ]

[ DOI: 10.47176/jame.38.3.20532 |

120

-OH -CH;
80

601

Transmission (%)

404

201

0

100»#’_’%\/\/\’-\'\/\%\/\/—“\/’/‘\//\\/\

Li{F

4200 3900 3300 3000 2700

2400

2100 1800 1500 1200 900 600

Wave number (cm™)

318 Bl 4z s Foo (glas 53 edd 5w o5l paid 535 5L 51 4,58 Jods b jo 8 Og3le ik 05051 -V IS

Sl ol Gl aS ais cob s cdls dol b s e
3 S0 D3 AS 55l e o 90 4 K A S Sl
Voo LiVe clyd il o SKile b 555 S 5 5oSen Gl S

By el

1. field emission scanning electron microscopy
2. X-ray diffraction
3. Fourier transform infrared
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