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Nanoconfinement of 2LiBH -MgH,-TiCl, into Nanoporous Materials for

Reversible Hydrogen Storage System in Fuel Cells
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Nanoconfinement of 2LiBH,-MgH,-TiCl, in resorcinol-formaldehyde carbon aerogel scaffold (RF-CAS) for
reversible hydrogen storage applications is proposed. RF-CAS is encapsulated with approximately 1.6 wt. %
TiCl, by solution impregnation technique, and it is further nanoconfined with bulk 2LiBH,-MgH, via melt
infiltration. Faster dehydrogenation kinetics is obtained after TiCl, impregnation, for example, nanoconfined
2LiBH,-MgH,-TiCl, requires ~1 and 4.5 h, respectively, to release 95% of the total hydrogen content during
the 1* and 2™ cycles, while nanoconfined 2LiBH,-MgH, (~2.5 and 7 h, respectively) and bulk material (~23
and 22 h, respectively) take considerably longer. Moreover, 95-98.6% of the theoretical H, storage capacity
(3.6-3.75 wt. % H,) is reproduced after four hydrogen release and uptake cycles of the nanoconfined 2LiBH,-
MgH,-TiCl,. The reversibility of this hydrogen storage material is confirmed by the formation of LiBH, and

MgH, after rehydrogenation using FTIR and SR-PXD techniques, respectively.
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® Resorcinol (99%, Aldrich)

® 37 wt.% Formaldehyde in a water solution stabilized by 10-15 wt. % methanol (Merck)
® Sodium carbonate (Na,Co,) (99.999 %, Aldrich)

® Lithium borohydride (LiBH,) (90+ % hydrogen-storage grade, Aldrich)

® Magnesium hydride (MgH,) (hydrogen-storage grade, Aldrich)

® Titanium (IIT) chloride (TiCI3) (>99.99 % hydrogen-storage grade, Aldrich)

® Dried acetone (>99.9 %, Aldrich)
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wuaas i llenmeldanizussoimania luTaswungaumvgl 800 °C (heating rate 2.6 °C/min)

o [

& < o < o a o o ! a o
e 6 921ue nasnnnalmgusudguvgines ihdedia il ldudsigaumgi 500 °c aeld

Y Q
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annzgamemiunat 16 $2Tu 0z IdTaamsveuniignguszavulumas snwodweivia

L) Q

resorcinol-formaldehyde (RF-CAS)

K o \ aan . a . Y
1.3. Msa3aqusal{asen Ticl, nazmsvssgasiszneunenlwan 2LiBH,~ MgH, 14111/
d . U
aaMIVOUNNINIUIZAVINWINAS (RF-CAS) Tag3Bn13a3snlgalsazaig (solution
impregnation) HazN15¥iadNIriad (melt infiltration) MUY

MIBNATALA1Y 5.4 wt. % Y94 TiCl, 1Asn1yazaley TiCl, 0.0406 N3 11 dried acetone 30

=~

A aa y o [ 1 . ) o Y 9 a9
Hanans 110U RF-CAS 1.1636 n3u ugluaisazate Ticl, uazih Ty lvudeigungiveslu

q U

=< 9

glove box Wwnateu iflelidaiazaeszimeeen 1l i nuavzan 1§ RF-CAS fignesadae Ticl,
(TiCl,-RF-CAS) sy TiCL-RF-CAS fumisznouneyTndn 2LiBH,~ MeH, fiunaziden
Tao1¥Inseuaas lusasarulaouaailu 2:1 (TiCl,-RF-CAS: 2LiBH,~ MgH,) iy hvesnaui
111 Adeuiioungd 310 °c meldanuduusseinialalasion 60 bar ifluaa 30 wifl 9218
a3fI819 MsUsznovunen Tndn 2LBH, - MgH, fiussyszauun Tumwaslu Ticl, RF-CAS waz 1
$831 nanoconfined 2LiBH,-MgH, TiCl, tazludiuveanisuisyarslszneuneyIndn 2LiBH,-
MgH, 1uRF-CAS uuv'lifign591U§n5e1 (nanoconfined 2LiBH,-MgH,) gniasou 1ns35n13

A a [T [ @ ] A aan A 9 =~ o 1
waaumamqmwgmazﬂmmummﬂuﬂumemqmmzsaﬂaﬂsm e lffSeumeunavesnns

Unaen

a J A
2 MIUATISHAMANUA

J

aan1sueu RF-CAS, TiCl,-RF-CAS 1a¢ nanoconfined 2LiBH,~MgH -TiClL, §n il

a

€

¥
=

a 4 = Aa o 9 a . . Y 4
3&ﬂ§1$1’i°ﬂ1ﬂiﬂ1mwu1ﬂW'Jl,l,ﬁZﬂ’J'liJWEHBU’E]\?'Jﬁ@J@'JEJLWﬂUﬂ N, adsorption-desorption ﬂﬁﬂ!ﬂ%@ﬂ Nova

1 a d o ] o ] ¥
2200e surface — area and pore — size analyzer ﬂ@ummmswxwm@magﬂ‘ﬂﬂﬁ'uﬁ'ﬂﬂﬂmi"lamw'fm

[
= a

[ o I o
HAZUNNN9) (degasification) NYUKNN 200 C fnfJblg]}ﬁﬂT'JSﬁﬂ]ﬂ]ﬂﬂTﬁﬂJuDﬁTﬁﬁTﬂ%’ﬂMﬂ ll’f]IC]le’t’)iJ

a U a9

v
=

o [ 1 = a YV
GUENm'isg]ﬂ%mmzmimﬂ%gﬂ’mﬁlumq 0 31 (p/po) mqmﬁgmlmlluimmumm Iﬂﬂclsb'ﬂi"lf
I @ o @ g‘/ 9 A Y a J Y
Tulasnuiludigngady nasainiu Joyan laazgnins121iaie t — plot method, Brunner Emmet
Teller (BET) method t6¢ Barrett Joyner Halenda (BJH) method uaziﬁmmiﬂEJiangﬂﬁmmmﬂim

(Re7 p/p, ~ 1



a L4 a . .
MIAATIZH laginaila Scanning electron microscopy (SEM) t4a¢ Energy dispersive X — ray
° Y A X . ~ A A
spectroscopy (EDS) v11aald1a509 Auriga 910 Zeiss Uszmeonsuil 1azins09ion EDAX Inc.
o a o w Aq Y a e’dy a A g 4
Yszmaansgomin awaiay TdsunsunlslunsTanzdinunuazsigniussailsznovves
A19819 A9 Smart SEM 11ag EDS Genesis A 10a1a1 1agA10619929nAAaduU sample holder 1aald
N2RU (silver glue) tazgnih liindsudle Tanzuwaaufen — Tanznesd drenszuellih 30 ma
I a = ) o a o'ti’ a 9 o ] v Y
Aunar 30 A Tuanmzguanmea dmsumsumeniurazsigauly dieg199sgnanae
o = d’d [ 9 a d‘d 1 . .
dudslooouvossiauna@enninasau 30 kv. Iagldimatiaiidenin focused ion beam technique
(FIB)
a d o [] a o U W ]
MINATIZNA0E1 Tagmaiin Coupled manometric-calorimetric ldTaoradaed19 13-25
naansy laluaSod calorimeter NABNULATOY Sievert-type apparatus (PCTPro-2000, Setaram &
o [ [ =) 9 d‘ U % 1 @ ] o
Heynergy) 11505013 maunandasgesnuiainaisdiedns Iasmsesoudlegadeaiinield
4 a Jd |aaa 1 o 1
ussoMee1inoulu glove box Midnszvlfnsenlaailaes lalasnurilasnsldanudounnars
#0819 11auda 500 °C (5 °C/min) Meldanuaulalasoun 3 bar
Aa ' A 1 <3 o I v W o = 9
myasznguaviamslanlassnazimunn laTasmuunwiuiging mmsanyiTag s
IAT09 Sievert — type apparatus (PCTPro — 2000 917 Hyenergy LLC) 1a811819819 (~120 mg) laaslu
L% ] 1 9y o A . 1
viaealddletaazAptnULATeY Sievert — type apparatus MsnageUn1stanilaselalasuves
. . [ Y Y A a . Y o
nanoconfined 2LiBH,~-MgH,-TiCl, 1 Taglianudon 1 gungil 425 °C (5 °C/min) meldnnusu
2] = aan < % o A ~ a .
M laTasiou 3-4 bar Tunsdivesdgnsermanunn laTasiou duiiunshgumgil 425 °C (5 °C/min)
[ I @ ) o . a3 o
HAZANVAUTI 130-145 bar 11UIa1 12 %2109 915D nanoconfined 2LiBH, — MgH, Aigniiimn
a 4 9 a v A o A 9 =
InsznmelagungiitazanuaupeInuie lsalsesumey
a aan v <3 @ a 4 a
msaneIna lnmsinalfnsetaailasenazinunnlaTasnuinszdlagldmatia n siw
% ] o a P
synchrotron radiation powder X — ray diffraction (SR — PXD) mﬁmamqgﬂuﬂﬂamﬁwwﬁ MAX 11
Synchrotron, beamline 1711 11 research laboratory of MAX — Lab, Lund, Usemaaiau Tngn108199g
o v a g I 4 ° ~ % 1 o
gninTagld MAR165 CCD detector 1oz 59F10NFUAINOIAAY 0.99917 A Msiasonar0819aziily
J v <3 ~ o a
glove box TAgd15@19819929NU559TUMAOAYUIAIAN sapphire capillary Nawisnilesnusondiou
9
pazanurulueniald  @29819 nanoconfined 2LiBH,~MgH,~TiCl, 183 (i) NITHADUINAIUDY
a 1 <3 @
a1slsznounen Twdn 2LiBH,-MgH,, (i) midaalaselelasouuaz Gi) manunnlalasou gn
a Jd (aaa 1
Anb1Tagld single scan X-ray diffraction M3 unT1zHRnIe1lanlaoslaTasion (dehydrogenation)
mIasmslianudeuundlosialiauda 435 °C 3 °C/min) meldanuaulalasiou 3.5 bar wag i

a A d @ Y = ] Y I = a9 [ a ¢ (aaa
’e‘JmTimemﬂu!,’Jm 1 GI)"JIIN %'lﬂuuﬂﬂﬂaﬂﬂﬁlﬂlﬂu%uﬂqqmwguwﬂq ﬁjuﬂqﬁjlﬂiqgﬂﬂaﬂiﬂ']ﬂ'ﬁ

Q U

3 o . o Y Y} ' o VoA g '
Lﬂﬂﬂﬂ"l‘éliﬂilﬁ]u (rehydrogenatlon) ‘VnI@Elﬂ'lislﬂﬂ'J'llliauuﬂﬁ’]iﬁjﬂﬂjﬁquumuﬁ@uﬂqiﬂaﬂﬂa@ﬂ



TaTasulioude 435°C (3 °C/min) meldanuaulalasiou 100-120 bar nazliguvgineiin 435
o I @ 3/ 1 < a
¢ flunan 197 Tue mivdelaselfidusudgumngiios
o Y o aan 1 <3 o o a
msgudumsAunduldveclfasernsdantlasesuazinuinlalasnuiildlagldimaiin
4 % @ (] { o a 4
Fourier transform infrared (FTIR) (Lﬂ%’@ﬂ Bruker Equinox 55) FI19619N1 AT A D
[ a aaa <3 [ a £ a
nanoconfined 2LiBH,~MgH,~TiCL, nasninnadfnsoununnlelasiounag LiBH, uSgns 1503
A SA @ [ Y o o ~ 2{ Y 9 o
ANTITHAD HEANETAIDIUTINUADAG KBr 1151901901044 (anhydrous KBr) Ilagmsua l¥idnuy
Y
1 @ [ % ] v o I 1 o [
delnseuaas Judasiaiu 10:1 (KBr : ¢19819) antudavesnayldidluurundiviinisia

alansuveanng1a 1% 3000-450 cm '
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wansnaastazeflseanansnaaes

3.1. M3u339nsszneunanIngn 2LiBH,-MgH, nazansalfnsen Ticl, Tugnguszavinlumns

U

aaA13ueU (RF-CAS)

M3197 1. 5 iines NiNe1 7o D NgUYDS RF-CAS, TiCL-RF-CAS 1A% nanoconfined 2LiBH,-

MgH,-TiCl,
70019 Ser | Do | Voo | Voo | Viw
(/g | (m) | (mlfg | (mLig) | (nLig
RF-CAS 659.0 26.0 0.19 1.10 1.30
TiCl,-RF-CAS 629.6 30.3 0.17 1.17 1.35
Nanoconfined 2LiBH,-MgH,-TiCl, 43.5 30.1 0 0.45 0.41

eRazduduNssznounon Indn 2LiBH,-MgH, nazanselfnse1 Ticl, gnussylu

[ @ 14 a o
Taseadeszann Tumasveeiaaasuou RE-CAS maiin N, adsorption-desorption gniimnldluns

2)

Y
Yy A AAa

a J { 1 A o o a <
W’I;;H]HVI'D'WU i]'lﬂ@n'iNﬁ 1 Wu31 RF-CAS wmmsww‘lmwu‘ﬂm mumuaxﬂimmgwau UJ‘L! 659

3
¥

m’g, 26nm 18z 1.30 mL/g MINEIAU NA99INA39A98 TiCl, WU TiCL-RF-CAS HufiRag

Ysmmsvosgngunny lulng (pore size <2 nm) 409 RF-CAS ananao 629.6 m’/g 11ag 0.17 mL/g

mua1ay TuvagnvunagngunazlSunasveagnguuuuy s (2 nm < pore size <50 nm) Y99 TiCl,-
E4

RF-CAS ana11iaie 30.34 nm uag 1.17 mL/g MUdey 11nnmsanasvesvinagunguilannsoaglla

1 . 1 = 9 =\ 1 = 9

N Ticl, drumnngnasaazussyd U lugngununluTasiiesediuderluTassadaves RF-CAS

9 k4 [
lun3alu09 nanoconfined 2LiBH,-MgH,-TiCl, NiNunAmaz511a5v093n3uanadde 43.5 m’/g 1ag
=] A o Y1 a . 9 .
0.41 mL/g muday 3eennsogudu lanasisenounenIndn 2LiBH,-MgH, 191111y TicL,-RF-

CAS 934
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1"

Y H
5IUNI Mg tazunai@en 910 MgH, tazunaden leoou mudwy (310 1 (D) nazdimudynuves

g 9

aagsutaz lnmiiendndie i ldansoagyl1da Ticl, Iadr 1UTugwguves RF-cAS Beousoondn

9
(%

H ¥ Y
1ng1M 1(B) 1oz 1(D) WU MgH, nszatealegianielunaz uunuAIvee RF-CAS uenaniiaig

U
9 9

Y o w a = [ 1 A~ D LY Y a . = ]

Josnaveanaiin EDS ¥4 1109 haesighiiiminu auiusigaiSeunas Tusouves LiBH, 394
ll <} @ @

awnsoas19wy1d ed19lsnawnsussyluseauunTumwasves LiBH, lu RF-CAS dgasndudgy

aremaiin SR-PXD (171 5) Ao ]

d‘ J o 1 o J J . 1 aA
M9 2. Ysunaesndseneuluasaleds oasiaiulaeluase g LiBH,:MgH, LagaIgEyn

fognamnsanuinlalasau'la

Fredniiussyly Yiinaesslsznouluasdiedn sandmla | mngquiiifiy

FEAUU IUINAT (wt. %) Tuaves Anlalasiau
(nanoconfinement) | RF-CAS | LiBH, | MgH, | TiCl, LiBH,:MgH, (wt. % H,)
2LiBH,-MgH,-RF 66.5 20.7 12.8 - 2:1 3.83
OLiBH,-MgH,-TiCl, | 65.1 21.0 123 | 16 2:1 3.80

v

A13197 2 nareatfSunavetesnszneungazsiiavediedianaiduas lududusalgnsen

X 1 ?)I " 1 Q % 1
TiCl,  BI9ZYNAIUINVINANNUANANVOIIIHINADULAZHAINITUTTY U RF-CAS 620819
nanoconfined 2LiBH,-MgH, 152no1f28 RF-CAS, LiBH, ltaz MgH, 04 66.5, 20.7 18z 12.8 wt.%
Mua191 Tuygi nanoconfined 2LiBH,-MgH,-TiCl, 3 RF-CAS, LiBH,, MgH, tiag TiCl, 8§ 65.1,

v

o v @ J Y @ 1T a g

21.0, 12.3, 4ag 1.6 wt. % ANA1AD 1azons1aIu Iag Iuaved LiBH, MgH, ¥94n3deiainganaiy
A a aaa 1 . I v Y A
2:1 iiennsanvinna lnilfnsermsilanlaee’lelasnuvesszun 2LiBH,-MgH, 1Hud16198 9011
= =R A a2 o & A
aumah 1 Falimanuy lalasumumguilu 11.43 we. % H, asuiuaianug lalasouaunguii
° o 1 . . . <

Auaa 149In@10619 nanoconfined 2LiBH,-MgH, 18 nanoconfined 2LiBH,-MgH,-TiCl, o 3.83 Az
3.80 wt. % H, #ua1ay
2LiBH,,, + MgH

) a9 7 2LiH + MgB, + 4H, (1)
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3.2. Ufnsenmsianildeslalasiou

(A} 20 T T T T T T T T T T T
7 —H 0
o 154 |
]
o
s 10 | &
E 2
L; | 270 * 2 =
§ 172
I 1 %
| =
0~ Il,lll - -3
i 105 ~C 322°C 383 °C 305 w5 ]
'5 T T T T T T T T T T T "d
(E} T T T T T T T T T T T
Temperature (°C)
oy — d0o
u T -
|.|J|"|I 25 |
A ) +{ 1T
— 4 "'., %
E="N | -
s 12 %
= . \ 2
m \ i
i \ -4
% 1 (\\l \/x/\ =
d .3 =
|| 3448 =C r
38wt H
105 *C \ \ :]
10 277 °C v
3986 ~C
T | T | 1 | T | T | T -‘1
0 100 200 300 400 500 600

Temperature (°C)

d' a J (aaa v Y a . . .
gﬂ‘ﬂ 2. mmmﬁwﬂgﬂimmiﬂa@ﬂaaa"laimmumamﬂuﬂ Coupled manometric-calorimetric U9

#7084 nanoconfined 2LiBH,-MgH, (A) 1% 2LiBH,-MgH,-TiCl, (B)

Y
4

a ' J i A a 1 a . == 9 a
‘Wi]@]ﬂiiﬂJﬂ"li‘]Jaﬂ‘]Ja’ﬂElllﬁliﬂililu“ll’ﬂﬂ@]’J’f)fl”lﬂﬂﬂﬂl@]ﬂllﬁ%ulumu TiCl, Qﬂﬁﬂ’]&lﬂﬂﬂclﬂfmﬂuﬂ

coupled manometric-calorimetric 31/#1 2 (A) 1oy (B) uaasmslaswlaves LiBH, (a- Tihilu p-

a o

LiBH,) 19a1%9i 105 °C d1%35U9Aa0N1a1u94 B-LiBH, 199814 nanoconfined 2LiBH,-MgH, 1@

U
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fingan1u¥ou (endothermic peak) 1 270 °C UFATIMalanldenlaTasouganulusisgangi
275-383 °C (3071 2 (A)) 1un3iA20614 nanoconfined 2LiBH,-MgH,-TiCL (30 2 (B)) nuhiiguvigd
fauslszinm 250 °C TuieauauaasganaoumaIves B-LiBH, iy uadaaassemsanldes
laTasnuunaiudnais (31nN150AAYDIF Y18 manometric) Taolfnsdanlasslalasausy
Lﬁ@ﬁuadwdmﬁm%uﬁqqmmﬁ 396 °C MNWAYBITYYIY manometric WUNHATeIN31)anilasy
Jalasinuvesiaesiiediufatuneuier Azl 24) uaz (B) Furzaeandestuanisonen
wiiiiu0a§10614 nanoconfined OLiBH,-MgH, 1y RF-CAS fiflvinagngu 31 unTuwmas [4] iile
nSeuiisugungiinisianiaoslalnsinnaed nanoconfined 2LiBH,-MgH,-TiCl, (250 °C) f1

a151/52n01 2LiBH,-MgH,-1 mol % TiCl, Nvaazidea (300 °C) [12] WuINIeUIIYeIsznou

'
a

a (L aan ad g aan
Ao TWAN 2LiBH,-MgH, nazdn511nse1 Ticl, Tu RF-CAS quvginilugasuduvesljnseints
Yanaselalasiauanas 50 °C aewuionnsadSmalelasnuignilasseonuinindledia
nanoconfined 2LiBH,-MgH, 118% nanoconfined 2LiBH,-MgH,-TiCl, W1310f1 3.35 and 3.58 wt. % H,
o w é Y A [ 1 dti' o Y td' Liy [ [
awday s lndinesnumanug lalasaumungeisiuonld (5199 2) yvennntazdunain

[l
A =

Wensayguuginiimslantlass lalasiou (guuniiesds 500 °C) @10619 nanoconfined

QU QU

JLiBH,-MgH,-TiCl, dogaonu1 942 % vesamguansnnulelasnu luvuziidiedis

' ' <4 oo aaa ' A
nanoconfined 2LiBH,-MgH, /apgoonuuiioas 87.5 % udaaldimundusalfizen Ticl, sieiy

sasimsdanase’lelasauliny nanoconfined 2LiBH,-MgH,

A d v S W | Y

3.3. paaaiAsuamanitazanuasnsalumsilaalasanazinuin lalaswmiluigins
wa P4 [ < o I v W
auauiAsuamaasuazanudsolumsiaailassmazinuinlelasmuiuiging gn

=< ¥y A . aan 1 <3 [
Anwv1TaelHin509 Sievert-type  apparatus  Agnieimstanldesuazmainunnlalasiauaes
nanoconfined 2LiBH,-MgH, t18¢ nanoconfined 2LiBH,-MgH,-TiCl, Qﬂﬁﬂ‘l&l”l‘ﬁﬁgﬂmg‘ﬁ 425 °C mald
anwau laTasion 3.4 bar (UPnse)aailaos laTasion) naziguvigil 425 °c anwaulalasiu 130-

Aaan 3 o o { J aan 1 g
145 bar (Unseununnlalasau) anuaulalasnunldsznialjiseimsdanldes laTasnuiu
4 a4 - , 2 o A ‘A ama 4
ionaniaeansnaasilszney Li,B H,, sadianueadesgauas linalgasewannlaoulelasou

o 1Y) Y I [ dy 1Y) ~ Y o 1 Aaan 1

suvAunaylailluigins wenantianuaulelasnunldnuszunluszunalfnsenlanildos

o 1 a Y Aa & A 1 A Y .
lelasnudidudsuldinamslsznou MeB, Fdorniluasisenounsieli 2LiIBH,-MgH, a11150

madfnsewantaeuls Tasnunuudundu'ld awlgase luaumsa 1 [32]
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0.5 T T T T T T T T T T 140
u_u_- Temperature _- 400
-u.s_- i 350
1.0 300
45 ] 250
20 ] 200

| — nanocenfined ZLiBH -MgH -TiCl,
-2.5

H, Desorption (wt. %)
{9.) aunjesadwa)

— nanoconfined ZLIBH -MgH, - 150
-3.0 - . - 100
] 4 J
-3.5 'J :::__f‘:“—"—— — L
o 1 e - 3" i
-4.0 T T T T T T T T T T T 0

1] 2 4 6 8 0 12 14 16 18 20 22 24
Time (h)

H aaa J <3 [ o 1
517 3. pInsmaAalgnsenlaatdesazinunnlalasinuue 9819 nanoconfined 2LiBH,-MgH,

11 nanoconfined 2LiBH,-MgH,-TiCl,

! < J 1 a aan J @ 1 e
5U7 3 uaaldimiun seniumanalinseinsldandaes lalasnulusouusn dred1ans
doatinnuy laTasiouilszuna 3.6 wt.% H, 1a8 nanoconfined 2LiBH,-MgH,-TiCl, d1u1inilanilaee
9 [] 4 < d' . 9 9 [
loTasiuldvgreauysainielu 2 49lue Tuvmzi nanoconfined 2LiBH,-MgH, @odldiaiuiuni
1 o 1 @ 1 o o o 9 a Ana < @ 2 o A ~
Uszanm 211 @ 92 Tus) asmdlegndesgminih liinadfisennunn leTasmudeduiiunmsi
gangil 425 °C moldnnuaulalasiou 130 bar wiu 12 $3Tue Mngnsermsiaatlaes laTawulu
H [ a aan < 1 =
50UNA0INVIT nanoconfined  2LiBH,-MgH,-TiCl, ausatnalfnser1aizaniwaz IndSum
laTasnununnmelugrananferny wu denaruly 8 921u3 nanoconfined 2LiBH,-MgH,-
Ticl, Yaniasslalasiauoonut 325 wt. % H, luvmezi nanoconfined 2LiBH,-MgH, Jaailaoy
laTasmueenuitosnin 3 wt. % H, (U7 3) ilesnndSinalelasnunideseenulusoniides
1 o g’/ 4 I A ~ 1 ~ Aaan
wosnnsouusn asiuimodumaulsualelasnuzanilasseeninlusenaw Ufazeins
< o ~ =® o A Y o ~ ds! A
nunnlaTasnuluseunassvsgaduiunmianeldnnuauleTamunuiniu (145 bar) Tuseviiaw
1Az T 10819 nanoconfined 2LiBH,-MgH,-TiCl, anilassla Tasouilszuim 3.6-3.75 wi.% H, nelu
15 %7709 Tuvae? nanoconfined 2LiBH,-MgH, aailasseonuilszuna 3.3-3.4 wt% H, nelu
] o o & ' J @ '
Fraa1feIny asiudsamsoaglldauamanivesd10619 nanoconfined  2LiBH,-MgH, §n
Y 9
Ysvgaldarunasnniimsauansalnnser Ticl, TuaudseliasifSua Ticl, ag luwmin (1.6
1 a a a aan ' 3w o 2 ' < @
wt. %) ualszansammanalgnsenlaataseuazinunnlelasnugniannldavuediaiuldva

A v ]JQQQ A

A ~ [ ] A = o 1 aan ~ ] ~ 1 Y
liJ’é]WlEl‘Uﬂ’]JGI’JfJEﬂQﬂUhJiJGI’JLiQ fnsen L!ﬁ$luﬂﬂ%WﬂﬂiNTmﬁ’JliﬂﬂaﬂiEJ'l‘i/]hlllﬂJ'lﬂuL’EN mwaiwm
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A7 18 1319404 nanoconfined 2LiBH,-MgH,-TiCl, 63asiiamn (Indidesnudaods lumuausa

]
A A o

Ufnsen s1edemmanguamuialaluaisen 2) Uszum 3.63.75 wi% H, (95-98.6 % oA

v o =2

ad d o = v o 3 a A .
mygmﬂmﬂ”laimmu) ﬂ\mil’.nﬁ]g‘ﬂ1ﬂ15ﬂﬂﬁ@ﬂtﬂu’3gﬂﬂiﬂﬂﬁﬁ’ﬂﬂ G],‘Llellil‘lg‘lﬂ nanoconfined 2LiBH,-

4
<] [ 1 I v o Y 1 aa
MgH, aunsamnunnuazaataesle Tasnuuuuiluinging 18 ~3.5 wt. % H, (91.4 % vesnmauia

muinlalasian)
T T T T T T T T T T T
] Temperature

od | o 2“_ gt - - 400
-]
L] .
o
G

0.8
2 300 o
© . 3
- 2
E‘! 0.6 - E
= c
z T =
- 200 ©

0.4 - -
s ()
a2 — nanoconfined 2LiBH -MgH_-TiCl,
w o — nanoceonfined 2LiBH -MgH, - 100

— bulk 2LiBH,-MgH,
0.0 g 1 ® 1 ® 1 ® 1 ® 1 ®
0 5 10 15 20 25 30

Time (h)

57 4. nslufSeueu)sz@nsnmmsianiaselalasnuvesasilszneunon Tnan 2LiBH,-
MgH, NUAAZID8A, nanoconfined 2LiBH,-MgH, 1a¢ nanoconfined 2LiBH,-MgH -TiCl,
! I a aan J I v o : °
5U7 4 Wunswinasnigudasmsmnalgnsenmsdasiaesla Tasmuiluiging Fedum
lanndaduiSualalasnundanlasseeninluuaazsianaidetSinalalasnugegalunday
Y v = ° = . . o
501 Taglddoyaaingun 3 lumsaiuin 910319 4 nanoconfined 2LiBH,-MgH,-TiCl, HaAI8731N13
. ad B4 A oo o a .
Yaniavelalasnuangansdsouiiofioun 2LiBH,-MgH, NuUaazi®eaaz nanoconfined 2LiBH,-
MgH, 1% nanoconfined 2LiBH,-MgH,-TiCl, v¢ldadszuim 2 waz 45 2Tus lumsilaos
] 4 1 a aan ~ : o w {
leTasinuoonuiedeauysaszrinamanalfnserluseuivilsuazass awdan Tuvaed
nanoconfined 2LiBH,-MgH, 118% 2LiBH,-MgH, Nunazidon doeldnaiuiude 3 fu s uaz 30 nu 27

119 MUAIAY 913 18NUNRIUNN [12] WU 913515091 2LiBH,-MgH,-1 mol% TiCl, NUaaziden

9y 9 o ~ a A A 1 [ g}/
doaldnanszinm 5 daluaaziguiigil 450 °C efivzlaniaeslalasiouoanun 95 % aaiy
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a aan < 1 AA o ' 1
nanoconfined 2LiBH,-MgH,-TiCl, @mnsanalfnsenlaizanai uaz ldgamngiindini (425 °C) @au
manalnierluseuNaunagd nanoconfined 2LiBH,-MgH,-TiCl, 1#11a11/szans 17 42 Tuq

d‘ d' 1 ] r'd 1 d' a aan d'
ievzlanddoslalasimueenuiedisauysal ualuvazinsinalfaserseundivaes
' Y
nanoconfined  2LiBH,-MgH, #o41411a189 225 421w wonainiidanuiidasinisinalfns el

1 § { < o
VaniaeslalasouluseuNamuazduoq nanoconfined 2LiBH,-MgH,-TiCL, Hianuialndifsan

3.4. nalnmanalfisenanldeasnaziunnlalaswumuudunaula

a o—-LIBH, VMgH, vMgO ® LiCl *TiB, ¢ Mg

v

26 ()

51U 5. @11)nA31 SR-PXD 984 nanoconfined 2LiBH,-MgH,-TiCl, HAINITHADNIKAY (a) WAINg

L'

malfisenandaselalasiou (b) uazwé’eﬂmﬁﬂﬂﬁﬁ?mgﬁuﬁ“ﬂ"laiﬂmu (c)

ﬂa"lmﬁﬂﬂf]ﬁ“%ﬂﬂuLwiazsl‘T”umumm nanoconfined 2LiBH,-MgH,-TiCl, gnfiny1 Iagldimaiin
in situ synchrotron radiation powder X-ray diffraction (SR-PXD) @& Fourier transform infrared
spectroscopy  (FTIR) @T’mfinﬁgﬂﬁmwhmﬁmiwﬁ"lﬁ’ufi A20819NAINITHABNINAY HAINIS
iRalffseanddenlalasion uazvdamanadfasontudnlalasiou 1n31i 5 @ nsmlguns

(broad area) NW111%9 20=10-15° 1Wudnyaz Insead1auuY graphite Y89 RE-CAS [4, 33] 491N
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Y 1 [] % < 1 1
danuiinmnIz e o-LiBH,, MgH,, TiB, uag LiCl ua lunuiinues Ticl, Faaaslimnunlusznin
1 o aan o gl.: a I 4
M3naouKadll LiBH, uauiilfnsennu Ticl, ssnuaudunailu TiB, uag Licl luvmzh MgH,
luRailgAsenes Isiae e Wa15wIHa SEM-EDS 494610814 nanoconfined 2LiBH,-MgH,-TiCl, (317
: [~ J 1 o &
1 (© uwaz (D) Fawaaslhidui Ticl, gawasudlylu RF-CAS sdanysainda dsiuns
a Aaaa ' 1 Y 1 <
e §Ase15ena19 LiBH, taz Ticl, (lu RF-CAS) vz4108udu1da LiBH, ngnusspdlulu RE-
CAS IBUIRSINY
Y
naaniu 1dimsItanuSeouunaisdiedialilouda 435 .c aeldanudu 3.5 bar
laTasau w1 %21 e ldinalgaseinslaailasels Tasiou dregnnawljnsenanilase
=1 <KX o 9 . [ ~
laTasnuudasiia Mg 1az MgO 5udIanyazvee1AT9e519 graphite lu RF-CAS asudaslugii 5
@ ' a aaa ' A o J 3
(b) MramInaaesdnsnsudulan Met, malfnienlanldeslslasnunas Innaanmaniu
o 1% 4 a aan a Y] 1 v Y
Mg d1%5U MgO 0191H9911910M13:0Al §N30100NFaFUTZHIN Mg 130 MgH, AUMY O, W30
dy ~ . A o a Aaan 1 Y .
anudulueime Tunsdives LiBH, dunsodudumsinalfnselaatasslalasoudre () ms
wiglivesiia LiBH, wawlgazer uaz (i) Usinalalasiou 3.6 wi. % H,) fignilaatldeseenluseu
A & ~ A Yya o = ~ o & o 1 = A =
mils (319 3) B lndiResenuamanguiun (@310 2) auil5nalelasnudinandsdensns
9
Yanaselalasauvens Mg, tag LiBH, 1indjnseimsiaailaselalasinuves LiBH, aasld

I a o J v A ) o &
LiH i unaanmal uaiiioann LiBH, gnussyluszauin Tumasniolugnguues RF-CAS a9y LiH

=1

#ldndnnlgasentandaeslalasnundinsoglugniuves RF-CAS v liansaasanuuas

2 L4 9 a

NFIUNITIWANAUA SR-PXD [18]

U

1 a d (aaa I o o Y 9 1 o 1 =
Gl@3J'lﬂ1‘i’)l,ﬂ‘§'lgﬁ“]Jaﬂifl'lﬂ1ﬁm‘ﬂﬂﬂll?liﬂilﬁ]u ‘1/]WIﬂElfﬂislViﬂ’Nlliﬂullﬂﬁ1i@]’)f]ﬂ'lﬂllﬂi]uﬂﬂ

v
a A A

435°C (3 °C/min) Moldaudulalasiou 100-120 bar uaz1¥gaunginaiid 435 °C fluna 1 %279

Yy = ' Y3 = a9 A ~ 9 (=
mﬂuumﬂaaﬂmau%umqmwﬂnwm ﬁ]1ﬂ§ﬂ1/] 5 (c) WUNAUDY MgH, N3aUNUNAUDI MgO NI3

U 2

@ aan < o U a aan @ @
A329NU MgH, vasnnignsennunn laTasiou naasi Mg inalfnsenny H, uaz 1% MgH, nauun

luduves LiBH, iesnngnussy usedun Tumasnielugnguves RF-CAS 34 luamisngnas
nudaomadia SR-PXD daiumadia FTIR SagmhunlFinngdansdedndimaialgizeunudn
TaTasiau Lﬁaﬁq%ﬁmiﬁuﬂé’ﬂﬁ'ﬂjm LiBH, gﬂﬁ 6 (a) uEAINAMWIZYD LiBH, u?qm%ﬁ 2390,
2302,2222 cm’' (BH, stretching) 1oz 1127 cm’ (BH, bending) [34, 35] uazmﬂgﬂ‘ﬁ 6 (b) AIDYIILAA
snuazfinfimioury LiBH, uSqninmua duiusaausodudu1dd LiBH, aunsamalfase

o o Y
uuuRunay 1a
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T T T
3000 2500 2000 1500 1000 500

Wavenumber (cm-1)

311 6. n31% FTIR 04 LiBH, 15§73 (a) 11a2 nanoconfined 2LiBH,-MgH,-TiCl, Hiaunailgnieinis

dusnlelasou (b)
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asilwamInaass

< @

. . & 9 3 o ] dy
nanoconfined 2LiBH,-MgH,-TiCL, ¥31d1ilutaqununnlelasinugnaioniiuainnisussg

sEAUM TUIWATYA (i) 1.6 wi. % As9lnsen TiCl, (A2035msusluaisazaie TiCl, HagIzined)
Wazateoen i) uag (i) esiszneuney Tndn 2LIBH,-MgH, (A1835nsvaomman) 1l ludag

J ! @ { a J a
AMTUVIUNNINIUTEAV U TUINATNIATOVIINWOAINDITHUA resorcinol  formaldehyde (RE-CAS)

9o < (Y 0 2 .

anudusalumsussyluszaunTuwasved TiCL uaza1slsenaunou IWdn 2LiBH,-MgH, §n

) a 1 a aan 1 <
gududemaiia N, adsorption-desorption itag SEM-EDS daunalnmsinailfnserasdaeenaziny
[ &% [ Y A v 2 a S o a aan
anleTasnuupudundulagnuduaiemaiia SR-PXD taz FTIR lunsaioasinmsinailfnse
Yaaaoslalasiou Wy nanoconfined  2LiBH,-MgH,-TiCl, T9a1szanm 2 $aTusluns

1 ] o A

Yanaoslalasnuoonuiogwduysailusouusn Tuymeh nanoconfined 2LiBH,-MgH, uag

. = a9 ) = ' & o w S
2LiBH,-MgH, NUuaaz@eadodlsnaiununs 4 uazunnii 25 511w muaiay uenanilsuim

A J <] o @ a aaa I v @
laTasnungnilandassuazinunnrasninnisinalfnseniluiging (4 50) ¥03 nanoconfined
a1 ] ' 1 aad (% X

2LiBH,-MgH,-TiCl, iimeglus4 3.6-3.75 wt.% H, (95-98.6 % vosmmguinunnlalasau) daga

1 a o ' aad (% A
11984 nanoconfined 2LiBH,-MgH, (3.5 wt.% H, aauilu 91.4% vesmmguinunnlalasiou) A
guygliRednu minminaassvedmsndgzllainmsau Ticl, 191114 nanoconfined 2LiBH,-MgH,
aunsamueasimanalfnsernsuanaou laTaswuvesszunldedniiiediny tazsiena

YSua'lalasnunlanaillassesnuiliiialndifesdunisdaniassluseuusnyg udiiegiinms

NANOUNAYININT
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