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ANUTAI KARERAM: EXTRACTION OF NEODYMIUM FROM NEODYMIUM MAGNET
SCRAP THESIS
ADVISOR: ASST. PROF. PANYA BUAHOMBURA, Ph. D., 96 PP.

Keyword: Recycling of Rare Earth Metal/NdFeB Magnets/Hydrometallurgy

This research investicated the methods for extraction of neodymium from
neodymium-iron-boron magnets scrap in end-of-life hard disk drive components by
using metallurgical processes. The initial processes are investigated of neodymium
magnets preparation for metallurgical extraction i.e., demagnetization, crushing,
leaching by using sulfuric acid solution in various concentration and the Solid / Liquid
ratio. Subsequently, precipitation of solid particles from leached solution by effect of
pH adjustment using sodium hydroxide solution was studied. The precipitates from
optimum are roasted to convert into neodymium oxide compounds which divided into
3 process routes; direct calcination, sodium hydroxide rinsing before calcination and
Fe-removal then sodium hydroxide rinsing before calcination. Moreover, preliminary
study of electrolytic extraction was also reported. The results are showed that
optimum condition for leaching by using sulfuric acid solution with a concentration of
2 mol/L and solid to liquid ratio of 1: 10 or 100 g/L. Selective extraction of neodymium
and rare earth metals was achieved by pH adjustment using sodium hydroxide solution
for precipitation at pH 0.6. Direct calcination was obtained compound 65.42% in form
of Ndx(SO4)O,, in case of sodium hydroxide rinsing the precipitates before calcination
was obtained compound 79.76% in form of REE;O3 and Fe-removal then sodium
hydroxide rinsing the precipitates before calcination was obtained compound 90.5% in
form of REE,O3; which highest purity of rare earth oxide formation from processes rout

in this research.
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unii 1

Uni
1.1 fuuazanudrgvestym
flofdloy (Neodymium, Nd) desdulansnienn (Rare-earth Metals) ¥ianila
Aunulud A.a. 1885 lag A58 L Nes 10U LINUIEA (Carl Auer von Welsbach) 1iniaiivyna
padnIedenIsuensnlafilen Oidymium) eonunldlansinsdloAflonifidden
(Praseodymium, Pr) LLazIamﬁIaﬁLﬁauﬁﬁ%wm (Neodymium, Nd) Fasteulaneilefden
dldgnunaldon uazdunumlunisduedeuaznisimunaluladang q Wud fause
UjAserlugaamnssuadl sipuanildlugnamnssuesin sawdennsldaunsiuian
wiwdn lnslomzusimdnuseiagagefisifledflondussduszneu Fsiinmsldaulugunsaii
ﬁLwﬂIuIaﬁ%uga (High technology components) naunuuslundniitnisldsanneuntig
91ANITIIBIUVDY Sprecher kazane (2012) wundndiunisidanulaneilofmouadiulvg
fugmilundnduiudiuuiminigageifidlofdonduesdusznoy (NdFe,d n3o
NdFeB ) TnsAnidiu 88% vosnnsldarulansdlefidonsianun dadoyauandugud 1.1
uenaniilul a.e. 2012 Shaw uazame (2012) fnssenuiuininviadifndiunsld
undn 9 Adday Towa Fudrunameiuaziasosindnlnihandu 34.4% sosawn WEud
Fudrudiinnsedind wu snsaddlasil (HDD) gUnsaidd (CD) waxdid (VD) InuAaLdy
13.6% fladoyauandlusuil 1.2

Catalytic Glass additives
converters 1%

Ceramics
industry
2%

Metalurgical
application
5%

[

U 1.1 dadrunisldnulaneilofdonludiumg o (Sprecher uaganz, 2012)

Call



26%
34% @ Motors & Generators
m HDD, CD, DVD
a Trans portation
o Energy Production and Storage
| Transducers
@ Crives, Clutches, Braking
m Relays, Sensors, Switches
o Appliances
mWawe Guides
m All Other

4.1%

5.6%

6.2%

10.9%

a Y 1% o’ = daay a o I3 I3
JUN 1.2 dadrunisldnuundmanusafagagendilleidleuduesiusenay
(Shaw LlagAy, 2012)

A13199 1.1 WSsusuan RN UL AN WA N1 suAazUI AN
(37: https://en.wikipedia.org/wiki/Rare-earth_magnet)

Magnet B.(T) | Ha(kA/m) oo Tc (°0)
(kJ/m?)

Nd,Fe14B (sintered) 1.0-1.4 750-2000 | 200-440 310-400
Nd,Fe 4B (bonded) 0.6-0.7 600-1200 | 60-100 310-400
SmCos (sintered) 0.8-1.1 600-2000 | 120-200 720
Sm (Co, Fe, Cu, Zr); (sintered) 0.9-1.15 | 450-1300 150-240 800
Alnico (sintered) 0.6-1.4 275 10-88 700-860
Sr-ferrite (sintered) 0.2-0.4 100-300 10-40 450

"B, : Romanence, {uAianuudasswesauuuiiudn (The strength of magnetic field)
* R I3 1 4 a [ 1 [
He : Coercivity, L‘UummmmmmiumwmmumiquLaﬂmmmmwmaﬂ (The
material’s resistance to becoming demagnitized)
"B-Hmax : Energy product, tduA @MU nuIuiuveandssruunsindn (The density of
magnetic energy)
“Te: Curie temperature, LJugaganvzgayduainuduuiman (The temperature which
material loses its magnetism)
= 1 < = wa g I & a = 1 1 < a
LHU9NAaN NdFeB HanUfn1enuiidninionuiindna1susenndu o
niinsldnunnnounting Avoyauanslunisnan 1.1 1wy JA1AURTISIVeAUINLIEN
() Armuaunsalunsiuniunsgydeanuduniinin (Ho) wasaAianunuwiuwes




WEIULIIMAN (B-Hmax) Tigandusimdnanisussndu daaligunsalang q 1wy gunsal
TWiluazdidnnsedinduuunnnd vowasluiildeudiusie q AdnsTdnundimdnuss
Fapngessaniiiimindosas fewnieudessldoulansdlofidoudmiuniande
ushwdnTeduualifugatu anUmannudesnisldeu 20,500 du Tud e, 2010 Liugsty
W 75,000 fu Tud a.a. 2035 Fadeyaves Alonso E wazanz (2012) Auandluguil 1.3
9819151 NA1NTI89UVBS Humphries (2013) WukiiAuAeINIslanymeInagduualiy
Wity usundaudvieundsmanndunulufiuiiside waedviiumuuduluuisUszine
winiu 1y Ussadu Fadulssinaidseenilavgmennunniigalulan uenainidamudn
Usgimaansgoninidnisudalaneniganaindsemeaiuuinilesas 91 Tuyied
A.f. 2008 -2013 BsUinumsaqaiemsuanuslutiagtuonaliifissmedmiuanudeanis
Tnuiiiugaduluonandniisnmanadansilef fouanundsusmasssumnitussdmalde
AadanInLInaeLLaranIneINIAvedlan lnellsneaun1sldesineisounseanainnismi
willeagatiauszana 20 a1usiusiel (Humphries,2013)

400,000
4 i Other
350,000 ~ B Ceramics
— Phosphors
g 1 5 Glass Addtives
o 300,000+ Polishing Compounds
= 4 ' Petroieum Refining
Autocatalysts
?: 250,000 Metal Alioys
[} 1 Battery Alloys
g 200,000 - Magnets
U -
w 150,000 ~
11} 4
® 100,000 == |
50,000, ..’ = ‘
ZEeg Magnets
0 - T - T - Y Y -
2010 2015 2020 2025 2030 2035
Year

N 3 2/ £ v o o a [ ' 13 =2
E“U‘VI 1.3 ﬂ’]iﬂ’]ﬂﬂ’]imLLU’JIUEJF]’JWﬂﬁaﬂﬂﬂii‘tjﬂﬂuiaﬁzﬁ’lﬂﬂﬂﬁ’Wﬁ‘UNa(ﬂLIJ‘IJLL?JL‘VT&?]LLN@Q@J@

a9 uwaznsldanuluiudu (Alonso E wagae, 2012)

AN 1.2 ?i’sumawwmﬁﬁuawasmjmﬁmwﬁmmqq NdFeB
(VoRenkaul kagmaly, 2013)

suanluudmanileffien | Fe | Nd | B | Pr | Dy [ Co | Cu | Tb | Al
Waswunlneu1ndn (Wt%) | 63.67 | 23.50.94 | 2.26 | 6.14 | 2.98 | 0.10 | 0.14 | 0.26




Reserves (2010): 110 mmt

i,

Russia and other

Reserve Base (2008): 154 mmt

ST

Reserve Base (mmt) 5.8

1 R
- - T30 fommer Soviet Union countries TR -
aby > P Mine Production (mt) X ST
{0 Gmd L € Reserves (mmt) 190 poe- &
f (W v ~ | ReserveBase (mmt) 210 | vy €
s A AR i J\.) |
United States ?ﬁ . <K L i WI
| Mine Production (mt)  none ;\ mumducmnm“(nn) s
"m"iﬁé.“;"?n’m) Bg Reserves (mmt) 55 |
7 . e £ Reserve Base (mmt) 89 -
e »»3‘)@@_}0’«1 E 13’___-‘,& —?7'
2% fom0ter Fapt =
> Mine Production (mt) 2,800
Reserves (mmt) 27 pad
= Reserve Base (mmt) 13 o
Brazil Malaysia
Mine Production (mt) 250 Mine Production (mt) 280
Reserves (mmt) small Reserves (mmt) small
Reserve Base (mm) Reserve Base (mmt) ____ -
= %
Australia !
!.Amu Mine Production (mt) -
Reserves (mmt) 16
Mine Production (2011): 108,330 mt

India (2,300) »— Russia (19) 17% Sy — Russia (21) 14%
; Maz' US.(13) 12% 15,004 (Ul;::lrirsw‘im significant REE
200 By - Austrafa (5.3) 3.9% :
\ .26‘;?" m — Australio inda (13 1% production, reserves, of reserve base

mt: metric tons
(1.6) 1.5% mmt: million metric tons

Brazil (250)
.23% \—India (2.7) 2.5%

*— Other (23) 12.5%

7)
7%

Other: Brazil, Malaysia, Canado, S. Africa, efc

JUT 1.4 dagansdidnlangmennveslssinaansgaiisniashnausd1sosuadusay
Useweadsoanlavgyien (Humphries, 2013)

INToYATNYULRIAUTENOUMAATVOIMNMANUIIFINAEY NdFeB Tdrunaunaadl
wan 9 Uszneulusmewmanuszaa 64% Tuseuuszunal 1% waglanemeinussunad 35%
feluvimalavgmenniomunidileffiongeda 23.5% fdeyauandunised 1.2 iy
ms3luAatiiefaziuenlansdlefillouanvzmivanuseiegagedid dlofdomdu
ssAUszneunduInldanuludisfinnud fyedids idesmnveruindnmariieduunas
n3wensnauvuiiiviinanuduiuredansmenegluliinaginitesduszneunily
WasussIINNA B9naideiiunldfingsenuiasnssludenlilunsatelansgiile
Adlananvezulivianusafegagaiaedsaieiu wu nzuiun1saialanenisniuieu
(Pyrometallurgical process) [3] nszuluni1sanalansglanenisldansazane
(Hydrometallurgical process) [3-5] nszuaunITaialangn1elnila (Electrometallurgical
process) [6-7] Wufiu Fenssudtuasaansaridldannisatnlunudfosaiidianuunnss
LazasAUsENaUTe AR Aue T leAunnA1sfulUmA8n1s andeyanuideiiieitesdou
wihinwuindgmviedesinfiintuie Auaunsauaydsnisdiiussansnmlunisndeon
afin (selective extraction) loawglavgdlefflonniolavemeniidesnisoonunaines
wimdnussfsgags enuuigvsnieiinamnududuvedave fofideuviolavevnendls
mnmsataiievuldduingiviiulugaamnssy Tnewuiwandusitldanmaatadey

salal

v Sx s < I~ a L a [ ) o Y a o
wihilfivsinaesnanuaslansilevwriindueglundnduniluyuiunngs ililandn g



msaftadeunihifanuuigniiuardildmnganiivsindulUlfnuuiagiuiudield
lunswanduulwan NdreB 1@l
feduluuAtedfajatiudnuninslufadedenataelansdlof dovanues
wimnussisgaaeidiflondomiuesdiusenovluiudueinfalasiillinuud faduwes
5Lé‘ﬂmaﬁﬂéﬁﬁﬂ%mmlﬂmﬁul:‘ﬁluaEJ'Nmm”Luau'mmuﬂ%LﬁuLméq’imaumLmummma'a
LLiuT,ammeLLaJlammsnﬂiuﬁiimmimmmusammLwammmwwmmaﬂiwsﬂw
mu'f[faL‘UmmmummuiumimamLmeaﬂ NdFeB i'mlﬂmczmmmasuaamLLU?LLa zan1si
LM@J’]%ﬁ@JﬁWMiUﬂ’]i{L%LﬂaLLML‘ViaﬂLLN@Q@@QQV]MUIE]@LEJEJiJLUuaﬂﬂ‘UizﬂaU

['y] ¢ a o
1.2 20UszasnnIsIvY
WaRnwiSnsanalanziledlleuainvezididnilasdonlududiusnsanalasii
Tgaunan

1.3 YULUAVBINISIVY

1.3.1. Anw3smsndousietaudingn NdFeB fiagldlunisatasonssudsna
Tavinen

13.2. Fnwisnsatalansilefdounnvezudmanilonilodluiudiueiona
TasATldundsenssiamslanine

1.3.3. Anwnavesiulsildlunsatalans flemdonanvezudmanilondeuly
Fudrusinnalasiildanuugs

1.3.4. JAswiLaznTIadouNanSasiisainnisatalansilefdloy

o’d'a 1 Yo
1.4 Uiziﬂsﬂuﬂﬂﬂ?qﬁ]&'lﬂiU

1.4.1. n5UATNSSuNs0819unan NdFeB Naglalunisatamenssuisnig
Taninegn

1.4.2. n5vAsnmsanalanzillemidouainvezniivanilealoylududiusnsana
Tasi9 THaunaImenssuisnislaninen

1Y ~ o P a A | <

1.4.3. nuswlswazanmetmanzanlunisanalanedlofdoyanveswiinant
Todudleulutudiusnsanalasinlguwan

1.4.4. landnduanainnisadanianududuwazaiiuuianseeslans
Weddloy wazlavengnas
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un 2
a o ¢ awv o d v
USNAUITIUNTTULAZITUIIYNNYIVDY
luuntiagnanisnuideneunthdniinis@nwiiginunisadalansilonouas
langmiginanvezuiimanussisgeaanddlefideuiueivusznou Tngldnszuiunisada
mylamine @anunsawdieendu 3 nquman 9 lown nszuiunsaialanenisnnuiou (3]
nsEUIUNISanAlanelagnIsoansarae [3-5] NSzUIUNISEANAL@nEN Wi [6, 7] ety
[ a ¥ v IS a A a 66 Yao [
anuiduaswalunisadalavefleddouwazlanemeindnisuseynaldisnislunisadn
FAUNINATT 1 T30 WU nseUIusana larenenuseuuiunssuunsaialans
lagnisldansazane nssviunsanalanslagnisldansavanesiudunssuiunsanalanenig
il Wudu MelimsfnwuaznisilSoudisudeidedeveawnasnszuiunis fgausyad
A g = v = Yoo v aa a a = 1%
Wouwuinislunisidentdnssuiunismselseendldisnisadaniusednsan ielils
HansueiiesrUsyneuvesillefllsuuaslaeenidanuusansgaveimumseUsuyss
Tunsldduigiunaunudmiunisudawiminlunirgnamnssy uazdunisadisesdenug
NeatumsslaRanseainlavemeinieldaunielulssine

2.1 Asnsanalanzilafdisnuazlangwiginannvesuiiingn NdFeB Tayld

nszUAUNITANAlaReENIeAU50U (Pyrometallurgical Process)

nuidsgatunsldnssuiunmslaninemennudeulunsadalavefofidlonuay
Tenzmenanvezulivinidilomdemiuesdusgnauneuntini finguszasdiiiedonarin
anglaveilefillsunaslanegmennlinneglusUveseenledauan (Oxide Slag) lagldaiy
Youilgngiigs viewAsuguuuuvesingAuiidurezwimanlveglusufiaunsavzazans
(Leaching) 1#s1e Tnsandendnnismanslulaunfindvesans dseanlesvosilofflounay
Iawmmﬂ%ﬁLaaaﬁmwmm’jﬂaaﬂ%ﬁmmmﬁﬂﬁqmgﬁsifm 9 vilFanunsavhnsueniuan
wazilefifionoanaintuld Feedvieluswandandstoyauansiudnsd

Tul A.f. 2013 VoRenkaul wazamy [3] ldnszuiunisnisanuiesulunismives
wimaniielfiAnniseendlad (Oxidize) Tangillefiflouuazlanswiendioglunsiivén
ussiagagsliluagluguvesansusznauoonled fsdoyaunugiivesssuy Fe-Nd-O fiuansly



gﬂﬁ 2.1 (a) ieanidiefiansandie Ellingham diagram ’Lugﬂ‘ﬁ' 2.1 (b) ud7 wansliiiugn
Uffsenmaesueglusuresoaniladvadlavemenniuiidmianudassueshud (AG) fifia
Ghmmsa:umLﬂuaummmﬂgﬂimmiwgmaaﬂlwmmmaﬂ mmmmﬂuiﬂlwmam“aﬂ
SadlveglugUvedlany uavillefidenazgnaendladiviedlusuveseanled Imaiumimam
il Vopenkaul wazanuz lmmmmaammmaﬂiumimmﬂmmmﬁzﬁmiﬂauﬂﬂﬂqu fianudiu
g0y 700 fiadung Tnefinsviufwerfneudnlulussuuiietesfulanevasumanifize
fueondiau anduieufwenndaudilvluszuuiiielfiinnseandladvedany
HleAdsunazlavzmein lnansdouigeendiausiuiuiigeinou w%aﬂauaaﬂ%muﬁa‘@j

TugUreanineenladvse FeO adlulusyuy

o T T T T &
I et Sage’
Fe,0(s) + NdFe,s) | T=1350K 285 . . T T T . T T L

Fe,0,(s) + NdFeO,is)

NaFe0 (s}

NaFeO,(s) + Nd,0(s) ] 2Fer1502=FezCs
Fe, Ofs) + NdFeO,(s) 455
Fafs) = NaFe0 &1

3Fe+1502=3FeQ

Fels) + Nd,O,(s)

log (p /atm.)
Delte Gin J

+1,602 = Nd203 ]

~T—Fe,MNd,fs] + Nd,Oys)

st

~——Fe(s} + Fe, Nd (s)
[—AFn-Nd(IJ +Ng,0,(s)

“———Fe, Ndls) + Fe-Nd()

[ —f——Fe-nap)
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[

U 2.1 (a) unugfitnialuszuu Fe-Nd-O figaumgdl 1077 °C (b) Ellingham diagram s
52UV Fe-Nd-O 7igaumail 100 §ia 2000 °C (VoRenkaul kazAniy, 2013)

SUT 2.2 AMUARSHANTIATIZINEY SEM/EDX Yesusimdniinunisoondlad
(VoRenkaul tagaug, 2013 )
Mnmsneasstinuiymiluniswenetsenlsduesilemieuuarlanzmneinasnain
winfign3faduds Snftamudinisesandladuesilefidennarlansmennasintuiinady
dulvgfliaunsofesfnuiizorlétomn ddeyauanduzui 2.2



v 1

nszvrumslavingmsanufeutuiuianduisnsilidudoudsenuazannsn
afndlofflounaslanemenlFodnenags Snsdiviinaveadefiiatuannszuiunmss
lwfatios uiduismsiilifiussansamlunisidenardalavy (selective Extraction) wagdl
Usinamdeesifuinisanald (Geyield) s sadudsnisatamennnudeuiildslodausmgn
ffidleMdouduesAvsznoulnonssdsldifuiidey uisgnlfidunszurunstudulunis
wisuingAuiiodsususesuresingivlieglusunesuiianunsossazarsldieduly
nszvIunmsatadeisnstulutureudell wislfilenAsusunesuvomdntusilieylugy
asUsznavonles Fafunssuiunmsudetunouselufiasshlslflanemenniaiuuians

gy ndudedddnszuiunislanineansazane

2.2 Asnsdnalanzilefdisuuazlangrignannvesuiiiign NdFeB Tagld

nszUIUNISENAlaENIsIda1azate (Hydrometallurgical Process)

nuiduisfunslénszuiunislaninetasazarslunsadmlansilofdonuas
Tongmmenanaezuivinussisgegeidilofidenuesdusznounounthi Tinqussasd
dawdonadalasnissrararslaneiidussfusznavvosuindnsanualfunoglusuves
d1savany mﬂﬁ?uﬁﬂﬁﬁqm%‘ (purification) #a835n1sANAYNBUYDILTY (precipitation) e
usnlanzilloffisnuazlangenneanuinasvzazalslaensidion1susua pH e
Aaseasazansluiivslensonledlvieglutasnisnnn zneuveslansusdagfdadian pH 1
uwaneneifu Tngandndnnisitilavewsazeinanunsannazneuresuwdeoninanalsazans
Tugae pH fisnaiu Fsnnsafagedsnisiiinensldnszuunslainenasazaneifivsedns
W7 (VrazansuilndnlngnsenIunen1sANALNoUYD LY LaYNITUIUNITIaNING
aNsavateINAUNTEUILNITEY WU nsruIunsiannIsmeausou nszuiunislannisna
Tt Hudu

Tl A.d. 1993 JW. Lyman way G.R. Palmer [5] ldnnassuyazarguiinannie
asazanonsalvluoglusivesansvzazarsudnnaznouveudailoadmelangmeinain
arsyzazarglintegluslaisusenovvaanieveddansniginlagnisusudn pH aae
arsazaenns ntudngneuiildlusiiunssuiumaiowdeulieglusuvesnanSaueid
Foenssauansluguil 2.3



SCRAP MAGNETS SLAG RIBBON MATERIAL
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v
Y

sUT 2.3 Jumaumsiluifausimin NdFeB
(J.W. Lyman gz G.R. Palmer, 1993)

a v o @ de v g o a v < = 1%
SuduainnisdnenverudinanildduingavuvalvlivuiadnaziBen udvy
avanemenIngailsnfdnsdulinamimindeUsunansaldlunisszazatauansieiu
(Solid/Liquid ratio, S/L ratio) Ngaungilvies wanitald 24 43lus wudnduusenauvianualy

@ v Y v U aa gy | a3

wimadn NdFeB anunsaazatglanaududuvensadailasn 2 M Ndnsidruvesudivan
waznsaf 1:10 ¢/ml UseNINNTIN INUUUIANTVEALABUINNALND UL DAL ENAIBNITLAL
arvazaneluioulansenlediiausuan pH aulaa pH 7 1.5 Gannngnauaglusuves
lodleuloineudaimn (Nd(SOq)s « Na2SO4 » 6H,0 1138 NaNd(SO4) « nH,0 ) lngngnau
Handaualadiaudutuues Nd 35%, Pr 2%, Na 6.5%, SO 50%, Uag Fe 0.2% 31nUoya
Tuguf 24 uandliiiuinesAusznouvesilefdisuuazmaniegluaisusenaudamad
I sU w1 U A v aAf A a a = 1% |
anaznaulluilenduiuen pH lnensafansegauillendeuiiedluamsvzazaeieliunog
lusUvesarsusenaudaaniilesigusandn 95% lalagn1snnagnouluyleei
pH 1.5-2 &aiiaadn pH Mnanfivsuiasnaniievuedluasusenaudamndreglumisi

Yo ! =3

o X a A ! & N A A a 5] Ay v
NddmuImanazisunnnznoufa pH uinnan 5 Yull azneuilefideulaneudamaila

[

Hanunsathlusiunsyuiunissluievinliegluguves NdFs 1150 Nd,0s b0 Aeunuislans
YUNDUNTNAADIVDINUIVENLAAINDUNTIT
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T, 100 ——=
ol =
~ g0
—
o 80
wn
70
v
= 80
"g ngooo Neodymium
& so assss fron
fam
40
=
-
30
>
-
o 20
>
8 10]
L N
0Pty e
0 1 2 3 4 -] 6 7 8

U7 2.4 uanalesiwudnisanasnauvesilofidenuaziniian pH g 9
(J.W. Lyman waz G.R. Palmer, 1993)

1wl A./.2013 Lee uazane [5] lannanslofairuwudindn NdFeB Muraadsain
a 1 @ av v Au a I 1 < I o I =3 o
nszUIuNsHARLvdnflianlsnundlannanuduuiviney Inedweyulivanlih
nsevaatsatluLdimannounasinn1syzazatenlefinazatsUsslnnang o uay
anagnaulavsillefdeumeasazalgd1s wananlduinisaemenauniguiguiinlila
a £ NS A A X ] Y 2 oA &
ANUIgnsvesillofidengelu Inglutuusn Lee uazany laouniininiveaaioninuly
wiwanluussenmeauninioamgiuasaiwandsiulaglinanisnaassiawanumnisnd
2.1 wundeulvimunzauluniseuiiogatsanudunivan senistdgumgiiluniseud
350 °C 19an 15 uiiauld 3ty Lee wazauy lanaasadssuiisudsednsninlunis
gravargulinseninediazatevlingg q Naagdl 27 °C lanadwandlunisen 2.2
wuIarsavalgnsannsaaiuisavrazaislansilafdloulanmun 100% luvuen
asavanganslianinsavsazarslansilofidaunonule wazdawuinnsndaiasnuazlalag
AagsnaunsnyzavarslansMiussdusvnevveswimantiluegluaisazaialivianuni
ANULTUTUNA 3 luanedans NonsnalusenInelsunuusvéndeansazaiensa 20 nSuse
3 (0.02 ¢/mL) fadeyanandlunisan 2.3



AN 2.1 masuaqL’;mLLazmeﬁsiaamwmmL“T;JuLLajméﬂ
(fPUasann Lee wazaly, 2013)

11

a1 (W)

qaugll °C 15 30 60
250 lalaaney lalaany lalaany
300 lalaaney Aa8UNNEIU aae
350 dany dany dane
450 dany dany aane

A15799 2.2 NavasriadvinarateniiseUsunanlaswudnisazatevasiilenlon AN way

Tuseau (ARLUaI9N Lee wazAly, 2013)

a

Wasiwudnnsyrazaeiigamail 27 °C
Avinazany NG £ 5
6N NaOH 0 0.84 44.44
6N HCl 100 100 91.27
6N HNO4 100 100 92.06
6N H,504 100 100 94.44

A5 2.3 HATDIANMULTUTDINTABLUDSIIUANITAZAN 8VINLaALIEN WAN warluTou

(frUasann Lee wazanly, 2013)

. Wastwuan1syzazatenae HClL | wWasiwuanisuzazananag HoS0,
Anududunsn
Nd Fe B Nd Fe B
0.1 5.56 12.95 31.75 5.02 14.82 42.06
0.5 13.34 42.43 53.97 5.64 2.55 68.25
1 69.4 65.24 65.08 8.14 100 100
3 100 100 88.71 100 100 99.47
6 99.57 99.47 100 100 100 100

TudunaunIINAZ N UTDILTIUY Lee wazAzld@N¥INITANAZNDUTDILTIRINENT

YLara1unsn 2 UsziAnlaunn @15v2asatea1nnsadanisn Lazdnsveasalgann
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nsnlalasrasin udvhnsmnnzneuseansazateluiioslansenled ldnauansdaguil 2.5
LazgURl 2.6 awddiu wuitasvzazateiensataiiiin lansdleAifleniilesiwudnis
PNAENaUBBNUIIINAITAzaEIiauanuadial pH 0.6 Aniluuuimis 95.68% voq
flefiflouvianuniiogluarssrazats lusnzfimdnuarluseufouioundinsegly
arsvzas Mtuiaduannzideulefiagrilildnznouvosdsiiiaruuianivediany
dledifongagn Jemznoudilieglusuvesarsusznavloidondlodifoudamn
(NA(S04)s Na,S0¢.6H,0) drumisanaznauteduisanarssrazaredenialalasaasiniy
ldamnsafazusnatmenlaveileidlonsananivdnuazluseuldias Tnelavgilefdlonay
anpznausenuInaufuiumdnauieei pH 8 fwdnuazilefiflouvzanaznousenuiain
asszavaeifiouiavin

100 - o B )
90 A
-~ 80 A
=]
< 70 4
_g_ 60 o A
- 50 £ 30
S 40 £ e0
-E' ? <§Jll
g _‘() 'E_:u
& 20 =0 b
10
() | s T T L) T Al

pH

JUN 2.5 wavesdn pH AslUasiwuinsnnagnauvedlangdNa1svearalemenIndaiiin
(Lee waganly, 2013) [5]
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100 —l—8—u8—Nn
90
~ 80
s 70
£ 60
g 50 ——Nd
‘é 40 -&-Fec
'S 30
g-_: 20 ——B
10
0 T T T )
10 11 12 13

Qi ! ' s & v
EU‘V] 2.6 NAUDIAN pH G\@L‘U@ilﬂjumﬂWiﬁ]ﬂ@]%ﬂ@um@ﬁiﬁ‘lﬁ%ﬁﬂﬂ3'13508686'18@']EJ
nsalalasmansn (Lee wazAaly, 2013)

Tul a.¢. 2013 VoRenkaul wazany [3] linnassvsazaiswlivdnusafignas
NdFeB fensadailisnuasninlalasaaginiignmgiivies Mntuvinisanagneulavemenn
PONAINETTEAaraNeAIENIsIasazaneluaeulanso nlyn wuina1sazatensavisaeriin
drunsavzazanglanglavanun 100 % NANNTNTUT0INIATaTISn 2 Tuanedns uas
nsalalsransn 3 luaredns A1ua 1Ry @1msuasazatgnsadailasnAdanuudy
2 lwasedng vziiilesiwudnsainfifign dwansluguil 2.7 aantuinisanasnoueuds
PNETTzazaIunInganasnlaen1sUsuAT pH meansazatslafsulansenles wuinfiad
pH Wiy 2 nznoureilsvedlangmeniiliainaisyzazaiediniuuigndged 98.47%

| 1 a A f < 13 1Y 2 a1 =l e <A
wAnuIUIRunsaLlesgudAnIsanalaaIna I srzazaedialies 29.82% lagwanniinig
2 Y A o [ a & v o v PN
anagnaulalueanuImeiAn pH dwnanlultinadniey dadeyaianslunisen 2.4
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Water H,S0, HCl1
100 9
[
90 1834 8
80 7
6.06
= 70 - i 6
,; 60 5 _ | Fe (%)
-2 50 4 = Dy (%)
= 40 3 Nd (%)
£ 30 2 m Pr (%)
20 1
0.2 =pH
10 0
0 -1
Water | 2 3 | 2 3
leaching media in mol/L

JUN 2.7 WiguiWleuUseaninmnisveasangvesiiinagateviining o 1nnududusiieiy
(VoRenkaul tazmady, 2013)

AT 2.4 NANITIATIENAIUNAUNINATA218LATD ICP WaZ XRF U94MZNDUYDILTIN
ANAZNBUIINANTVLATAILAIBNTATANITN 2 M (/L ratio 1:10) N1AT pH A9
(VoRenkaul kazmady, 2013) [3]

L« ﬁlwm‘tg]au wt%
pH AUUIENSVDY REE wt%
Fe rest
2 98.47 0.31 1.23
97.23 1.49 1.28
6 83.42 10.69 5.89
7 86.12 9.44 4.44

Mndeyaasudiwandlunisned 2.5 wazdeyadisimisadiunszuiunisadianis
Tavineransazareaiunsoldlunsadalanemeinanvesuavinuaslandaduaneglugy
a1sUszneufiianuuIansge lnsansazatsntovdsannisvzazaisaziinnuidudues
flefiflounazlansmienegluvinings wazannawidenldnaundreiuazifiuleig
fvharanefivuzaulunsszazatowdvin Aeansararensndaiiain Snvisdsamise
AnpnouvewdseslansnieIneenuiagluglvesarsusenouleiouiilefilioudamn
(NdA(SOs); Na,504.6H,0) drsansazaeslaifisulansonladiian pH 0.6 eg1slsfAniunis
yrararemensadaiiinuenanaglinnududuredangmenluasvzazaegeiad lave
Fevuniindu 1wy wdn Aavararsogluasvzararsluviinugatuiu Savdnmaidaed
wliusnaznausanusuiulansmennilinzneudiléfauuiavsanas dafuisnisly
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[ [ I3 QAI = ngd I~ 1% o w ) Y a [ 'S
nsdnnisnularewmandslutneoduaiuiinigwasda310atun1svinlAba nanH o

NNTANANTONITS bLAaNLAILUTEnN
malndlunisidnalangidevusu 9

5g¢ seiudadianudululanesldnssuiunisada
agluasvrazarglumstievivansysazaneiniy
Usgvidvesiilofilluuwazlaienennaddu Feaznaidluimidediall

al' % A = a v a o
AITNN 2.5 %@HaaiﬂLQ@UVLSUﬂ']iﬁ‘lGZILﬁaﬂ'JEJﬂiS‘U'JUﬂ'ﬁIa‘VnV]?J']a'ﬁa%a'miﬂﬂaﬂwﬂ

ek

Y

=~
Haulunisvy
ATANYNAUTEY

Waulvnisanaznaun
WWANNE AL

NANN U Lo

1993, Lyman, J.
g G. Palmer

2 mol/L HzSOa

T9asaza1e NaOH Usu
AN5avanUnaITraray
198 pH 1.5

double sulfate salt

2013, Lee,
C-H. nazAne

3 mol/L H,SOq4
way HCL

lefansazvans NaOH Usu
A1TarangnaIvEazane
198 pH 0.6 dmsu
H,SO; thag pH 8 dnsu
HCLl

double sulfate salt
dAule 95.68 % 71 pH
0.6
wazdesagingimiin
WisTuann 64.41 1U
75.41 vidadnadetgy

2013, 2 mol/L H,S0q l¥ansazans NaOH USu | double sulfate salt
VoRenkaul 3 mol/L HCl ansasanendveavany | JAule 29.82 %

LAz ANLY sl pH 2 d3U H,S0, | AUUTENE 98.47 %
2.3 S5nsanalanzilafileunazlaneuisinainvesusiian NdFeB Iaald

a .

nszUUNISaNA laenelnei (Electrometallurgical Process)

nszvruMsaialanenalnihnldlunssladalane e ndalinnsussendldroutie
e Fslunuitedinlng dadunsfinuluBmgeiuazunaalunisiloamenssuiunis
afianalniilaglddeyainuidenineuntil [V. Prakash wazanie] saufansldnseuiung
AanalsIAUNTEUINM SafalanesIuaIagaIy Livedevinliasveazatelinnuusans

=4 = Y & ad o o = A Ay g | &

1nu nanreeldduismslunsidalensiledudunlildlavemeineonly Wu wan
P8NANATVLATAY dnaliaisvrazarelivsunavseninuusansvedlavsilofidauuas
langmennau wazidletnansvrazatsildinnisnnasneuveaninelansilefiliouuas
Tangymenesnunagyilvlanandueiiinansanazneuveudalnuusgvsgey

Tud a.A. 2014 V. Prakash uazaug [6] Anwinimguiiaziaueisnismdulula
° o a a 1 3 = 9] o Y  aa a = a
dmiuslaAauiminussisgaadagldnseuiunisadanisliingieisn1sBiantn sl
(Electrorefining) #evgldvsvuiinaniutiualunluiwadlninadduandusun 2.8 a)
Welilanziluesdusznovveswimanieglutaueluniinnisazaeasivegluasavaie?
dntnslad Aswanslugui 2.8 b) nuwdelirdndlnfingadimunzan losuvetlangdu
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flalalangmien (Non-REE) agluineiitanalne luvneilangmieindnsazaieglu
asazanesauandluzuil 2.8 o) ilesanlavemendiadndlniiiwaddiganinlangiialusn
ylfavzduluinmedidaualnanou naildnundammguiiaeldasazareiilanside
UuduazaneeglulTinues egslsfinudvinavessuusing 4 fdsmasenszuauns
A1 pH vasasazatedidninslad gaumgiilunisnaass Arrnussdndwad wasvinves
asazarudianinslad SwmadosinismeaesfoResuieduiunguinazuundaisoluly
2UAR

Tul a.a. 2017 Onal wazang [7] lvinnisadalansilafdisuwaslangniaineae
nszuIUNslanIneIalsazalesiuiunszuIunislannt s neldnssurunisadn
Tangnalwihdiglunisidalangifovudusonainansvzazats 1oy Onal uagane 1
Msvzaransulmandionsadaiinin Wuna 24 $alus fgungiivies nuiinsadaiiain
aunsavzararewmanlung 98 % antufldusua pH U7 3 1neld MnO, waz Ca(OH),
WonnpEnauMaNnoeNINAINAITYZALaNY UaTMAIaINTkentonzneuTamnaneanluuda
asavatsiivdengazUsznouludislansviean wuaniila uazlavoad aantudnld
A32UIUNTT Electrolysis Tnamsa (Direct electrolysis) tiardnuusniiauazlaveasoanain
asvzazateilevilildansrarareidlangmendanuuignsvionnududugs Sady
FBnsfiduszansnmeesandinamdounaniianaslaueadazaisegluyiuugdlsl
ansafigidnldvomn venanidmuiiawnsaiivsdenadalnonsanasnevlaveas
wselangmeIneaninaINaIsvrazalelamenIsanasnaumedaliddmsulavsad waznis
anazneufBeeneandusulavgmenn fauisnismadendangavanunsarildlae
WenanaznaulansnIgINaonNUIaINEITaTaIAIEaangLan iiasaraledansdivueniia
uarlavoasiogge ntuhasazasluiunszuumsdidniasledaiie afusnidauay

TAusanoanu luNe1ad
L magnet |

a
source b)

Fet

q x4
. S )
o
3 2
u & ol RE
- o
bt b ions :
Fe s Aqueous Solution ] Aqueopa.Solut!
o o

N Cut

¥
Anode slime
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mo‘lml Electrowinning of
~_magnet 2 Power 1 exogens

source |

c) =

Cathode
o

RE ions concentrate

RE scrap Anode

Anode slime

;:;U‘ﬁ 2.8 nszuiunsanealavemslninildlunsslufalaneyenn
(V. Prakash lagagy, 2014) [6]

fauddnagldannsoadalangmeineanainaisveazaisldmedsnisadalaneni
Il laense iosannlangmendimdnd niingadiidoudisge udisamisaussyndld
nsgvrumsmaliihdlumsiidalansi fevuduiifilunivdnussigags wu wén Tavead
Lazuaenila sonanaisvzazate vienshlilfasvrazarefifianuuigniuienin
\nduveslangymenngs SsmdaanidalanziFovudusenanansvzazansudaidennaznou
vowdsvedlanymenazyilildnansasiitamnsavsg

av da ]

1NNITANYINTZUIUNITAAANIANSUTLLANGN & 21n9UIFeNdNInouniiil

a a 14 v (3

PUIMABENTZUIUNISIUTLANS AINWAETRINTALANA1ITU SAUDTaNAnA N la nNLAay

a ' v v o a = v °
ASZUIUNITHAMULANANAUAEY FaaRITUAISIN 2.6 T9E1UITDIHTULUINITIUNITAINUA

Yo
av aa v

Bnslunsnwidmsvanideiliiseinsslyfaudndnussfigaadiaenisidenainlansd
Todlounazlangmennlegluslvesnansueiiiiuilefdousenluduazeenludvedlany
ymendifirnuuigvdge mufinsAnuisudsiidmasienssuaunisatalangile Aslouuas
lavgmenn saaznanluundnltl
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9197 2.6 Toyaagunszuiun1snidlunsslufauiminussiagaaeiigdsnseng 1

K1)
ya o

U K39 N3 BRG] AUUIGS
2013 | VoRenkaul at | Pyro lefdlvunanlan 15 wt.%
all. metallurgical
1993 | JW. Lyman Hydro (Nd»(SO4)3 » Na,SOq ¢ | Nd 35 %, Pr
wag G.R. metallurgical 6H,0 138 NaNd(SO,) | 2 %, Na 6.5
Palmer « nH,O ) %, SO4 50 %,
e Fe 0.2 %
2013 | Lee LayAy Hydro NdOOH tag Nd(OH)s | 95.68 %
metallurgical
2013 | Vofzenkaul Hydro double sulfate salt 98.47 %
haTANY metallurgical
2014 | V. Prakash Electro Anwanudululalu
UATAMSY metallurgical n1sane
2017 | Onal uagpAue | Electro ansazanefiinIuy3

metallurgical

gnsvasillofiileuuas
lavigymgnn
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uni 3
A5 IUN1SIVY

Tuunifagnanietan gunsal ndesflefldlun1side wardinmasiiunmsidedens

wseenidu 3 dumuveuwansivesad

1. wssusetaundn NdFeB figldlunisatnsenssiismalanine

2. afplaneilondlonanenudmanilonfonlududuansanalasiildnuud
AENTTUIINIlanIngn

3. Anwmavessudsildlunsatalansdlofdonanenudmanilemifiosly

[
a

[

FUAIUTNSARALATWI LTI ULAD

Ya9 aunsal wazinsesdanldlunsidy
3.1.1 Fagnldlunuide

1.
2.

' < ) Aaay o = < & L fa )
GUEJzLL@JLmaﬂLLiaqumqumuIamLmauLﬂuamﬂizﬂaumﬂsuumumimﬁlmw
Asagansn (H,S0,)

3. laifeulansonlen (NaOH)
3.1.2 gunsalnlgluauilde

1.

O 00 N O U A W N

N e
N — O

13.
14.
15.

WRLLALYA YINANERMULEE 1NTA 304 Lagliulalun vnannzii Pb-1% Ag

. maveauasiielivharudeudeuasdauns

- yngunsalinieauiiildiuansiadl

. AanATY

. insesazBuanaiion 3 fums
_inasinrnusednguaznszudlyiil (Digital Multimeter)
. IPeINIUIBRIWEN (Magnetic Stirrer)

. wseatannudunsasie (pH Meter)

A BINTOIMATNITANUNTOS

. A39a199anslada (Ultrasonic cleaner)
- 1A398lnIzIanse (DC power supply)

endviilanueamgiiasanlane 1,200 0C waziinesfinldiuadn

AT

4 1 d’l

Aoulamnuy

gUNIlET5IIST LU AU ALAU DRaRLLaE
gunsaidesiuiedtuanulasndesig 4 wu gl iinin wiuel 189
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3.1.3 1A39903AsILN Y luN15Ie

1.
2.
3.

wIadinzidemnaia X-Ray Diffractometer (XRD)
\3aslnTisemaiia X-Ray Fluorescence (XRF)

R30S Inductively Coupled Plasma Optical Emission Spectroscopy
(ICP-OES)

. NdesgansImIBianmsouluUdeInsInLargUnIalins1eiis R Scanning

Electron Microscope and Energy Dispersive X-ray Spectrometer
(SEM-EDS)

. NdosganssAukuulduas Optical microscope (OM)



NdFeB magnet

)

[
anﬁmﬂmmnﬂuumnan

(Demagnetization)

!

' y ;
umﬁaaﬂmmmmmuumﬁn

(Crushing)
v
HSO, Yzazay Aznouil azme
: S
(Leaching)
ad a a4
A dian Tas il
\ (Electrowinning)
ANAZNBLUBALIT 3
- > d158:aM0MamAnAznaY
NaOH (Precipitation)
Nd-REMs sulfate
Nd-REMs sulfate
W, 1
13902881
HSO —> (NaOH rinsing)
' )
y 9 1
AN
NaOH —— NaOH g o H
(NaOH rinsing) MiawianAlemvzazmed
—
(Fe removal)
v y T
snliamsysznoved nliasdsznovey mﬂﬁﬁﬁﬁixﬂﬂﬂﬂtj
lugoonlad lugUeenlsn lugdoenlad
(Calcination) (Calcination) (Calcination)
| T |
v
Nd-REMs Oxide

o
[

SUT 3.1 ULNunil TusounIsnasdtaze

Y Y

[

WHUNIIVY

22



23

3.2 wssuflegreutivaniilonifiey
3.2.1 suwiwandasanudeuiiaaatendnuduuiuign (Demagnetization)
Lﬁaﬂ‘\]’lﬂLLiJ'L‘ViﬁﬂLLi\iaQ@Jﬂq&ﬁﬁﬁiaaLfIEJJJL‘ﬁluaﬂﬁﬂiZHGUﬁ]Wﬂ%uﬁ?uﬁﬁaaimﬂ
fufianuduuimdnuasiiussiagags Wothullunismaassasiinnisiagasuyilil
avandemsadauazduiunmvaasdudusiolufuandduzuil 3.2 Fionhnsaaisay
Dundmdnlagniseuseaudeulumdilaieaarsanuduudmdnuagyiliiudy
wlwidnueneananiu Inenuideves Lee wazanglul 2013 lavinsAnwinavesiatiay

gaufineaninauluudimandeiindndduundownind lunismaaesilfideladenld
anmensmaassnmuizanlunsaatsrudunimaniagldaungll 450 °C szuzian 1
Fala Fawansbiiuannseaaeanuluwividnvesiuanuliegsauysol

U7 3.2 Tumeuniseuieaateadaduniman

3.2.2 UALDARYUIAYDIULIWEN (Crushing)
nEmneuiitoaaeauduuindndeaudeuliiuiununaasudas
wanslusudl 3.2 9rniudaiudmdnunuaieansuin THdvuinussuia 10-20 faduns
WielRausimaniignindeusnednifailnoenuasyiiu fAsefuaisazatensnsewinenisey
azaney §ﬂ‘17iu’aLﬁumnﬁmﬁuﬁﬁﬂumsv‘hﬂﬁﬁ%mmmLLa,J'mé‘ﬂ

3.2.3 pasavdeulasadganiauadIunauATivasuiman
ndsndiuausiivinifieanvuiauazaasanuiuwimanuds aznsiadey
lasaasneganiAmendesganssAluuuuas (Optical microscope) harndoIqanssay
BldnATaULUUERINT A (Scanning Electron Microscope) UAZATIVEDUAIUNALNISLAN LAY
Wnsienvisdngeaisalwus X-Ray Fluorescence, XRF) uagnsivaausuiuvansusenauly
1AT9a519vReimaNA2835NS lenuisdAnusnlniitmes (X-Ray Diffractometer, XRD)
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3.3 dnalansiilefdlsuarnvnusimaniilefdisudlenisidansazane
3.3.1 YzaraeLsiwan (Leaching)

Prudmdnianvuinwdiuivzazanediensadaiain Inefnwioulyd
winzadlunisvrazaty muuaaududuveansafildlunisvzazatowindu 2 M uas 3
M ludnsnadruvesuisrovesuan (Solid/Liquid ratio, S/L ratio) winifu 20, 40, 60, 80, 100
o/ fgumndivieaduaan 24 alus fagudl 33 andunsewusnngnauiiliazans (Residual)
uazduindoulansdiniAa (Nickel coated) 98NaNATTZAYAY (Leaching Solution) éﬁ’qgﬂ‘ﬁ'
3.4 ¥nmsnrvaeudiuNaumaniveszneuiiiaraneseisnsienusdrigestsaimus (X-
Ray Fluorescence, XRF) Lag35n1s tonaisdanunsnlniiines (X-Ray Diffractometer, XRD)
As1ERUMUSINMeIAUSE N U dlansludITrzaza18n8 o N15BUANTINAY lWananaun -
poUfimneadiaduaiulnslitnes (Inductively Coupled Plasma Optical Emission
Spectroscopy, ICP-OES)

PN & 1 ® v U a a
E‘IJ‘VI 3.3 YUFDUNITVEALANYULULNANAILAITAZTANYNIATANIIN
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:\\
—

€.

U7 3.4 TumpunIsNTRLENAzneuveIRleiliazaty (Residual) wazdumdaulaedniia
98NNATVTarane (Leaching Solution)

3.3.2 ANATNaUVILTe (Precipitation)

thansvrazaloulmdnianagnewvedaiiewsnvioadnelavedlofifiouuar
Tangnie1n A1e35n15U5UAY pH @sazazans launisldaisazanslanonlansenlan
(NaOH) Aiflaarusdudu 1 M lun1susual pH In8vMN13NAa0IRNAZNaUY B ILT T
gauNYivios wazUsuen pH mamws%azmaiﬁmamqw&aamimﬂmﬂauﬁﬁh pH #1499
¥ufl pH 0.6, pH 3 uaz pH 8 HlilFiARN1sINAEnEuYeILTeidn pH Fenannfuszezian
24 $3lus diefinyinanismnegnouiiiatudazuil 35 uay 3.6 ndamInnagneudugnazi
nsnsesuenaznaudiliesnannansazaty asavdevdiuNaNmLATinznauredsfieIsnns
onuLsdigeaisaus (X-Ray Fluorescence, XRF) kagidn1s tonaisdanunsnladines (X-
Ray Diffractorneter, XRD) wasns13d0un1U3uiiesdusenovvoslansfimiadisly
asazanunaInnaznauILIsn1sBUAnAiNAUIUanaan - eouRreadladuaiulnines
(Inductively Coupled Plasma Optical Emission Spectroscopy, ICP-OES)
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E‘Uﬁ 3.5 MIANAzNeuTeILisIINaIsTzaraedian pH oe 9 @) pH 0.6, (b) pH 3
way (c) pH 8

Y 1

U7 3.6 $1987190115N5098nAENaUTlafLluLnaNNANTVLaLANY

ol

s

o a ﬂ‘ g
3.3.3 nsvinlvingnauillenileulinuuignsgevu

= ° v a a Ay Y o a a £ X o
Wavhlngneauillefillsuilandeainnisanagnauliniuusgndgetu s
prnautilefilouiliandunaunisannznauvedaunvsazatediianndnvsearanslany
LU UPBNIINALNBUVDILTIPI8ETAZANUNTATATITNANTUTY 2 M TRTIEIUTENING
@ @ . [ a a v [ o ' < & v

Vo TIuTaLNaT (S/L ratio) Wiy 100 ¢/l Ngaumaiivies NusieLATeINIULILEaNTSLY
Junan 24 s anlunsesuennzneuiignyhliuiarsluesnainaisazaie fuandlugy
71 3.7 asvdeudlIunaNIvAlnsnouveIwdafi Ut unouN 15 lEuTansTuie3sns
Laﬂ%LiéWQaaLiamuﬁ (X-Ray Fluorescence, XRF) Lagisnistonatsganunsnlnilines (X-

Ray Diffractometer, XRD) wagmsivdeuni1Usuiuesnusenauvoslaneivaonisiuy
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a1saranunigidon1sounnfinadilananaun - esufreadiadudaiulnsiwes (Inductively
Coupled Plasma Optical Emission Spectroscopy, ICP-OES)

£

A g o q v aF A A ~ P
E'U'V] 3.7 %UWQUﬂqiwqﬁlwmzﬂQUUIaﬂLaJEJaJﬂJﬂ'J']@JUsEjV]ﬁGUu

3.3.4 mailinznauiilefilisudamaluagluguvasasusznavillofilisulansanlyn
FBnsasuansuszneudamlnvasneneuilandsduneunisanasnauvo sl
aglusvarsuszneuiilediivulansenlen azvinisdrawasniungnoudamaluaisazane
loineulansanlan (NaOH) AudUdu 2.5 M 8nsdauseninavedudaiuvaanar (S/L
ratio) Wiy 100 g/l ﬁqmmﬁﬁmﬁwm’%ammmmﬁm“ﬂunm 4 Tus antuthluwen
srownsesdandledndunaidn 1 alus FeinisnsesusnanousenINaNTazANERIUENS
Tuguit 3.8 asremeudiunaumaaiingneuvesansuszneuileddloslansenles et
Laﬂ%LiéwQaaLiawuﬁ (X-Ray Fluorescence, XRF) wagasn1sienalsganunsnlniimes (X-
Ray Diffractometer, XRD) LLazmiwaaumﬂ%mmmﬁ‘dﬁzﬂawaﬂamﬁagﬂumiazmaﬁw
25013 duaniiWAdillananau - souAreadiatuaiulnsdines (Inductively Coupled

Plasma Optical Emission Spectroscopy, ICP-OES)

JUN 3.8 Tumsunmsiibvinzneuilefdeudamnlieglusuvesansusenevilledidelansen
laalagnisanemenawieasazanglafienlansonlyd
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3.4 afalavzilefdisyanenuimanilefdeasienisldainuiau

TumsnasestagldnszuaunisTannsmeanuferlunmsvaassmngnouvosudsd
IsannsadnlavgsoamsazaneieglugUvesansusznoudamauazansusznoulansenles
Tiluegluguaesansusznausenled dsoglugundnsamidldiduingiulunisuamduusingn
fapngslugnamnssy lufupounisndeaudouissasBonnimanosial

ihnznouvaadsildainnssuaunisatnlansdrsarsarats wouldaruidui
gaumgf 95 °C luusserniaund dadmdnagneuuiinm 10 ¢ ldaduidienin andy
ﬁwlﬂmﬂmmﬁwmaﬁqmmﬁ 1,000 °C tHunan 2 Falusluussennieund wdauaeslmiiy
flumanduimgnouildainnsmlunsaseussduszneunaeiidisidnmaenaisd
Wgeolsalyun (X-Ray Fluorescence, XRF) wagisn1stanaisdanunsnlniiines (X-Ray
Diffractometer, XRD) wazganuuziUsneesasusznoumendoiqanssAudidnasauwuy
?iaﬂﬂ'imLLaxQ‘Uﬂ’iﬁﬁmi’mﬁﬁm(Scanning Electron Microscope and Energy Dispersive X-
ray Spectrometer, SEM-EDS) waugieaifufiinssgnmosluduilaiios uagumgfimugiu
udhe fauanslugud 3.9

Tasnznouvesudefiiunmifennuieulsznevlufensnouvoudsiilian
N3EUIUNNT 3 JULUUAD

1. nznouvesudadiléainnisannznoudia pHO.6 uazuiuHAlagnse Direct
Calcination %3® Direct Roasting (malUagi3uni1 NdpH 0.6)

2. azneuvesudsildannsnnazneuiian pH 0.6 udrdsnesuileleglugves
arsusznovlansenlednoufiavihunmioauseulieglusuvesaisszneueanled
(soluazi3una1 NdpH 0.6R)

3. agnoungnouvesudsitldannisanagnouiian pH 0.6 thunvildfianuuians
a9y roun1sdaferaiielioglusuresansussnaulansenlesioufiazdunundoaiy
foulvieglusuresansusenaveenles (Moluazisendt NdpH 0.6LR)
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C d

'
=

& < o a
JUT 3.9 TunouNISINENaUYRILS a, b MNadieTinluamn
¢, d AnAsynnasiufuila

14
14

% = a A o 124 = a Q‘d
3.5 ﬂﬂi%ﬂﬁ@ﬂﬁﬂﬂiﬁ%%ﬂiﬂﬂmEJ&ILLﬁS‘VI’ﬂ‘VIﬁ”Iﬁ‘UZﬁ36’]8&?%’3’]&1]3?!%5?11&9]’38

N52UUNSNISIHNH-1AS

wAediiifiaueainauiferounthilunmguifiasilingneuileAfisunds
pnngnauiauuIgnsundedu lnemamansinidevn wu mdn wenfia uaslauead
sanainaisvzazarslaeldnszuiunisadanislnia daenszuiunisdidnlnsiuis
(Electrowinning) tielindnuazsideuuluamsavansluineditunlnalnefidlofdeuuas
Tangmendu 4 dansegluasurazats lunmnassildvaassussgndlinszuiunisann
Tenegmalwiliiterilfansavazarefiniuudanstu nedtunsmaaosid

1. wlsnansavanedidninsladlngldansvravaneildandunounsvzasanaudvdn
Tu Usu1ns 500 Haddns ¥n133I0AT pH 9898139282a189N8UNINTNAABIAIEATEUIUATT
anmyaluliin

2. Findauaziniongunsaidmiunsadalangdelnih Inglduiuanueaduds
walng wavurunsiaun 5x5 wuiwes Wudiuelun wasdawasiniaiidmiu
nsvuaunsatavdlideuandusui 3.10 Tnedosseuruieluairfudavanvesumdedng
ot wazwsiunalnadndutiaurasundsigliih duuiuiilunsiuansazarsveauning
wazuolualsiifuiiviiy wasilszozrinssswinstamaosUssanm 5 wuiwns

3. faudsildlunsveaesadadglnin wisesndu 3 anznismaassdiniiusig
fAndwwaa 3 1786, 4 11aa waz 6 1ad Wuwan 24 %’ﬂmﬁqquﬁﬁm wazvufinan
nszualniiinn 9 4 $lus

4. n&nnsnaasazdanssidninsladeenanuiuny fa-amuaagietinseenn
looeu (Deionized water, DI) 9ntuthlUsuiiieldaudu wasduhviinuginimaans
wandlusudl 3.11 ludruvesarsazaredidninglad I¥NT0WENAZNDUTAATUIN
NSYUIUNS wayinen pH vesansavansdidnnselan
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5. Tanzvasudefivumeiiuelng unzaznouilistu wwnsvaevdunauniaaide
78115 X-Ray Fluorescence (XRF) W@y X-Ray Diffractometer (XRD) wazns21aadoulasiasng
aN1AKALJUTNVDIVILTIILNGDIganIIALBIaNATauL UUdDINTIAkarUNTAllLATIEN
516 (SEM-EDS) ansazatendsdidnlnsiuiesznsrsasudiunanniaaidieisnng

a. b. C.

JUN 3.11 e minusuualne welun waznzanauiinduluszuy
MINTTUIUNTBLENINTINGS



unil 4
NAN1SNAAILALDAUIIYNE

U = a A 1 < = a A v

nan1sneassannilafdauansinedanilefdeudsenauliaie Naveens
= ) ' ! 2 ay o o ! 2 Ay A a 2 A

W3gUFBg1mmanTlaflon n1srzarateeInLUmandlaflien N1SPNALNDUVDILTILND
weNANALENLlaAMEULALIANZINEINBNUIINANSITAYAY NATBINISHIRENaULLDALEL
FauaiiieUasunzneulieglusuilefdisusenled nelutuneuiazuuinmaassesniduy
3 35m5 lawn Mswsnznaulilefdloundsnnaznaulnensd, N1sInenauilloflaunaans
prnaumsalsazanslufsulansonlad waznisennznoudlefdloundaanfidamannoui
raameasazarslomeulansenles uonanidaznandawanisanelaewulun1sman

WANBaNINANSVEATAEMENTZUIUNTISN NN Faldnanisveaadsanalud

4.1 wan1seseudg1ianilafdlon N1sUZazay LazN1SANALNDU

<
VBILLUN
4.1.1 nan15n579daUlATES 19N IALa ALY TN UM LATVBIWLIWAN
91NN3RTRaeulAsIasIganIAvesnumantlefleudiendesganssmivuy
uea (OM) uaznaosganssaudidnasouluudansia (SEM) lokadsgun 4.1 uas 4.2 uandl
< s = 1 2 a A = % 3 - a a
WinesAUsenauvestudlunlwanidlefiflsunysenauludtsduindauiiniia
(Ni coating) MlegneuenyiminfindeuRwimaniegaiiulu lnslaswaiudindndsenay
Tudaeina Alloy NdFeB way Nd-rich flanan1snsivdeumemaiin SEM-EDS Nuansdayaty
U7 4.3 nansnTivdeudinaunsafivestunuuimanilefideudemailn WD-XRF ¢4
Foyalumnissil 4.1 wudnfimén (Fe) .luesdusznaunanlaeiiusuim 63.57 W%
Wesillew (Nd) 25.37 W% widladiden (Pr) 6.53 W% uay luseu (B) 3.63 Wt% agnals
o ' = = = Y ¥ o a | oAl a
Anulaiusng laweaeu (Dy) lunanisnsisaeusiiasainilimnuiudusniuninnmaila
WD- XRF agnsianula



JUT 4.1 uanslassasneganinveatunumlngn a. tuadoudnifatulasiasianuves
oo = v & oo’
wilvidn b. Ualaseasiuveswivin (OM)
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5

Alloy NdFeB
Nd-rich phase

SEI 15kV  WD15mm SS40 x100 100pm  =— &
SuT [ .3

SEl 15kV- WD15mm SS35 x3,000 Spm -
SUT, { .

JUT 4.2 uandlaseasneganIAveluuLiign a. tundeulinfadulaswaisiures
! =3 a v & 1 <
wiwian b. UShalassasiuvaulngn (SEM)

Alloy NdFeB

Elem... Weight% Atomic%
FeK 71.36 86.49
PrL 6.41 3.08
NdL 2223 1043

Totals 100.00

__Nd-rich phase

Elem... Weight% Atomic%

FeK 7489 8851
NdL 2511 11.49

Totals 100.00

SEl 15kV.- WB15mm SS35 X3,000 Spm ——
SUT {

0 2 4
Full Scale 425 cts Cursor: 0.000 keV

JUT 4.3 nan1sinssvidiunanveslasiadaudnansiemaia SEM-EDS



A1399 4.1 aeRUsENOUNLALvasLmantlafTlsuinsiaaoumemana (WD-XRF)
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Data Elements Nd Pr Dy Co B Fe
NdFeB Magnet (WD-XRF) Wt% 2537 | 6.53 n/a 0.90 | 3.63 | 63.57
Processed dats:NdFeB Magnet_10-100 —

8.0e+003+
'z; 6.0e+0034
E 4 0e+003-

2.0e+003+4

0.0e+000 il At

Maodymiu n Baron, MNd2 Fald B, 01-074-5438

|||.‘ I J I‘l, J!‘ ‘

J|

JJ|IJ|[| siro 1 g L b Ll b,

IXE

Zirconium Sodium Cxide, [ Zr 02 )0.82 [ Naz O

ey
10.04, 01-088-F708

JUT 4.4 SULUUMSIREMUUVRITIEL
wanINUFULUUNITIaENUUVDISY

40

60

2«theta (deg)

=

BAY
aLaney

6

6

Qy 1 <@ I a a
Y UULLmANTloAleY
Yo93uutmanidlofdisuivinins
nyIdaUAumAila XRD fauwandluuil 4.4 ieiieuiuasuinsgiy Neodymium-iron-

100

Boron (Nd,Fe4B, ICCD 01-074-5438) uwa¥ Zirconium Sodium Oxide ((ZrO2).92(Naz0)g .04,
ICCD 01-089-7708) wun@usuudwanfiihuildlunsmeassadniiasdusznavegluguves

NdQFemB

4.1.2 mMsaumeanuiouiiadateanuluutingn (Demagnitization)

Tunsveasdilesvaatsauduliivan lannuaEeuluainn1smeaassves Lee

wazanglul 2013 Nawnsaaateruduwimanlaegnsauysal (6] lneviniseudiiodans
& & v o a A < & VoA a iy
AaNuduudimanaigmdwiilan 450 °C Wuan 1 93lus wudngamgduaziianifuau

| 2 a a A Y I3 I I3 1 ¢ Iy
LLﬂJLwaﬂUI@@LNHNWI%IU?W?VI@@@QI@QﬂﬁaqﬂﬂﬁqmLUULLNL“@ﬂ@SWQﬁNUﬂ?m I@U%u(ﬂu

I @ Ay aa va Y} ™ = YY) a
LLiJmaﬂuIEmLJJEJ&JI@Mﬂ’]iLLEJﬂ@EJﬂRﬂﬂﬂU LLangllllLLﬁﬂfﬂfl@jﬂﬂu @QLLa@\ﬂUEUV] 4.5



35

sUl 4.5 nanseuamemuBuitindnvedunuusindnilofiden
4.1.3 unLieanvUIAVELalAEN (Crushing)

Tunsuatileanvuinudmanteurinisaassade esinduUsE UYoUYL
wimdnTlefideudléifuingivlunisadnazgnindeufindslavgiiia detuedouinifas
wihilunsiuniunisinnsouluanizildany fduiadunseiniisssrazaistusiu
wimdniifidundeuinfaseiBnisatalaenisliasaraonsnduandusuil 4.6 Masdiu
1€waﬁdauﬂizﬂawENLLnJ'm§ﬂmaqmﬁaagjmaiﬁ%umﬁauﬁmﬁa Feldanunsafiazazans
wiwmdniiegnrelulddanua Kdunisuaiiteanuuiawivdnuasviiateduindeviniiai
Unilesiunuainnsiansou AiteiUainduiassninusmdntuaisazaionsalianunsa
Guzazma%uammjmﬁﬂﬁgwmiﬁlﬂagiugﬂmmm suzazald Tngvinnise ovanuuinduay
wimdnldvun 10-20 mm Fuandlugud 4.7
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JUT 4.6 wiwdindilianunsaveavarglivunneufingyihnisuaiioanuuin

gﬂﬁ?i 4.7 waninisundosiiieanuuinulivanuasiatssuadeudniia
4.1.4 n15vararuLsiwian (Leaching)

Tun1svaaswzazatsusnuwimanilofdlsudionsadaiinnifiaududy
wanenafy 3 aududulaun 1 Tuadeans 2 luasodns uas 3 luaseans (M) Snwavinnns
NAADIYTATaIENENIIdIuTENIve LT revannan (s/ ratio) windu 1 ¢/ 50 mL
(20 NFUMBANT) 2 ¢/ 50 mL (40 NTUEBEAMT) 3.9/ 50 mL (60 nFUsDEAT) 4 g/ 50 mL (80
n$usiedns) uar 5 ¢/ 50 mlL (100 n¥useans) Mgamaivenduszezian 24 $alus wavin
M3vzaratenUImEnIfeUTiunitinsdUssnaundndssznouludae win dlemloy
waglusou anunsaararvadivegluasvrazany pavdeduiliazanefianusansesuenaen
Mnansvzazans toud Tundeulanziniia uazaznouveudsiiliazas (Residuals) Feil
USunauanties

INNANITNAADITTATA18LALLUTNUAINULINTUYBIANTALANYNTALAYONT1EIY
sEinvesdoveanan sedeulasulsfinaniundsdu Inon1smaa oswzavatsusay
doulaludesduiiennaniiznisvzazarefimunzauléinisnaasdaglivsuinsves
asavaslunisvzararsusaziouluwindu 50 fadans LasNAIINNIIATIVEBUAILTLTY
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maﬂam'ﬁ'azmaasﬂumi%azmaé”;mmﬁﬂ ICP-OES %&391nN1512a%a18 3995 banIna
annesmiiduesdusznoundnvesuimin Wun Tlefden uazman fuandlunsieil 4.2
LLazgiJﬁ 4.8, 4.9 WUINTisndmsE e Llevesma ity anudiuduvesilonidey
flogluansazareiunltufingeiulasindeynerudutuvesarsus avanensa lasiawedi
anudutuvesasazatensadl 2 lwadedns Suwnldufienududuvesilondonluasyy
avangiiugsiuegisaiion luvaeivinunrdudureandniidouusgluansyrazany
wuilunsdluesaisazarensadfidianududy 1 luanedns uay 3 luadedns duualdy
Unawdnlnendofivgiduiefusandiueadiiovewnailunisszazas uwilunsdl
Yasasvrazarensaisianududy 2 lwasedns SuwnlduuSinamanlneedsinad

a Y v Ay A A I3 U a a da Yy v
M1519N 4.2 ﬂ')’]@JLGUNGUUGUQQUIQWLNS@JLL@%LV@(\IU&W?%%@Saqﬁlﬂiﬂsﬁawjiﬂﬂmﬂjqﬂfﬂmmu 1

Tuasedns 2 luadedns uay 3 luasedns Hensiarusenineeudsiuveaman
(S/L ratio) U 1 ¢/ 50 mL, 2 ¢/ 50 mL, 3 ¢/ 50 mL, 4 ¢/ 50 mL uag 5 ¢/

50 mL
S/L ratio 1¢/50mL | 2¢/50mL | 3¢/50mL | 4¢/50mL | 5¢/50mL
Acid Nd Fe Nd Fe Nd Fe Nd Fe Nd Fe
concentration | mg/L | mg/L | mg/L | mg/L | mg/L | mg/L | mg/L | mg/L | mg/L | mg/L
1M 1383 | 28.1 | 2781 | 56.6 | 2326 | 192.8 | 2838 | 356.8 | 2482 | 164
2M 986.8 | 92.1 | 1053 | 102.9 | 2143 | 93.2 | 2464 | 120.1 | 2750 | 118.2
3M 1068 | 34.7 | 1124 | 45.1 | 3626 | 332.7 | 4423 | 136.9 | 3163 | 55.5
5000
—8—1M
:4000 M
w»
£ 3000 M
E=] e A
E P 7 ,1,._- e B
o 2000 y / AT
5 '
© 1000 . g
0
0 1 2 3 4 5 6

Solid/Liquid ratio (g/50 mL)

JUN 4.8 Uunuanuiduduvesillefidlenfiazansegluansyzazanensndaiiain
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400

——1M
350

2M
300

3M
250
200
150
100 74

50

Conc. of Fe (mg/L)

0 1 2 3 4 5
Solid/Liquid ratio (g/50 mL)

U7 4.9 USinauenududuvesmaniiazagegluaisszazaiensndaitain

ﬁﬂﬂgﬂumsﬁﬂmmmmﬁ%’aﬁawﬁwﬁ Vofenkaul Lkazaaly [3] finsseauiontu
anmetoulvlumsvrazarsfiumnzauiiguisavzazarsudmanilomdoufidanududy
vosUSunaillofdenluansvrazanegs uazUSunalanzifoUu wu man fiUsHnaus levh
AsvzaratesuaIsazatunsataiiizniiinnududu 2 Tuaredns fensidiuveudenie
youad 100 n¥udedns dvaonadostunaiildluntmmeaosd fafulunismasesilfiteds
Bonannznisvzazatefianududureinsadaiinin 2 lwadedns wazdnsidiuveudse
Y89a7 100 NSuADAAS W30 5/ ratio Wiy 1 : 10 9ntalunisnaasdldvinnisvenena
msvrazarslusinmsiistudunisvzazaieluasazasusunns 1 anslunisvzazans
wiwmdndmin 100 n¥u fgamgiivesduszezian 24 dlus Faannuanisvzazanedld
Laneanns1adt 4.3 Tnpandudhwinvesudmdniiazarwadliluansvzazaemiafu 90.29
%y nthmdnudmanisudy 100 ndu lusaritundsulavedniatasnsnouvoudeilsl
avansAndutiidn 5.06 NS4 kY 4.65 NIRRT

naIINNITATIEeUALTIT uraslansluasazatefivzaraisdasasazasnsa
Fatinsnautudy 2 luanednsfisnsndiuresdovonnal 100 nusedns sumaia
ICP-OES flauandlumsng 4.4 nuinanududuvedanyluaissrasarelsenaulumeinan
warilefdlen Tneflinan (68,390 me/L Fe) waziiloddlen (22,490 me/L Nd) Tudiunznou
yoaudeiiliazany (residuals) 91nKANISASIdEUBIAUSENOUNILATIFIEWMATIA WD-XRF
wundesnussnauswandlunisned 4.5 Usznaulusisnan (3.65 wto Fe) Slafiiloy
(19.96 wt% Nd) wazs1mdu 9 uansifiuindesduszneumaaiiviioutufudiunaunig
wileawingn lunsuSudy



39

A1 4.3 USunalindniazateasluansvzazasiasUsununsnouraandanilazansann
N5¥EATAELUANMIENIATATIST LYY 2 TUafDaNT DRNT1AIUTLIINUDILT

fuvasmrad (S/L ratio) WwinAu 100 g/L

Ywein (g) fowaz (%)
NdFeB Magnet 13y 100 100
Wasniiniia 5.06 5.06
avnaudiliazane 4.65 4.65
NdFeB Magnet flazane 90.29 90.29

AN5197 4.4 Anuutuedansildussnlsenavluaisuzazatennsiadaauslemata ICP-

OES
Data Element Nd Pr Dy Co B Fe
Wt% (WD-
NdFeB Magnet 17.87 | 4.60 0 0.63 | 256 | 44.76
XRF)
NdFeB Leached Mg/L (ICP-
. 22,490 | 5,300 | 22.28 | 808.7 | 683.4 | 68,390
Solution OES)

A5 4.5 93AUTENBUMIUATIVEINENaUTRILTIN llaza1eNnTIadaumewatin WD-XRF

Data Element | Nd Pr | Dy | Co B Fe S ')
NdFeB Magnet

) Wt% 19.96 | 585 | 0 | 0.17 | 4.49 | 3.65 | 10.24 | 45.03
Residual (powder)

Tn8n1s¥razaswlanmIgaIsazalunsadanisnindulunismeassaiuise
asunelalaeaunIsh 4.1-4.2 91ns19uNIsAnEneuntndlag Onal, MAR., et al, 2015.
XM(s) + y HoSOa(@q) = MUSOAQG) + YHAE): . veuvervsiiieiensireties it

XM(s)+y 2yH,SOq(aq) = MSOay(aq) + 2y HoO(8) + YSOAQ)..eomverrerrirerirrrirenne
4.1.5 nsaneznauvandelilanlsudawmen (Nd-sulfate precipitation)

wdannsvzazatsduauudmdnilemflonlfiinnsazarsvedans iy
aadUsnavveslmanivliegluglvasansveazany Tngluduneunsnnnzn suvesudenn
arsvrazasazldiinsusue pH WiehliAnasanasneuvetdeneennaInaTYe
avanefidn pH sns o fu lnglunsmaassillévinsannzneudien pH 0.6 pH 3 uaz pH 8
RGN fr’i’mam’[,ugﬂﬁ 4.10 HANNTILATILNBIAUTENDUNILANVDINLNBUVDILTIRINNIT
ANAENBUTIAN pH e 9 shewmalla WD-XRF lanauanafsluansieil 4.6 3Ufl 4.1 uazgud
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4.12 wuiresduszneumaaiivessiamdn « feglumzneuveandaainnsnnaznouiien pH
0.6 Usznauluse Nd 24.28% (REE 31.65 %) Fe 1.67 % S 14.22 % uaz O 28.17 % 1ng
7 pH 3 Usznauludae Nd 24.99% (REE 32.52 %) Fe 1.37 % S 14.33 % uaz O 39.86 %
Tuvaedl pH 8 Usenauludae Nd 8.02% (REE 10.89 %) Fe 22.01 % S 9.47 % way
O 44.75 % Faandliftuiinisanagneuiian pH 0.6 way pH 3 aldnznauvesudeifiiled
FenuaglangmenegluTuugs nefidindndevuluuiinash Snvsdmuilungneu
vosufsfloadusznouveteandiauuardamesodasdsdniuguliin aznouvesudsiildan
nsnaaedvregluglvesaisusenoudamnvedansmeindundn diulunsdlvesnznau

yoaudeiildainmsnnazneudian pH 8 axflesdusznevvesilefidenuarlavgmennegly
UsinasnuaiimdnidussduszneundniFevuegluuiinags uasdmudiinuesdusznoy
yosoonTiaunazdaileodas Tsdaduguliin azneuveadaiiliainnismnmeneuiial pH
8 fazaglusurosmsussnaudamavaavindundn

U7 4.10 mM3mnmzneuendfionisusud pH feansazaissie NaOH 1 M
A1 pH #1149 9 a. pH 0.6 b. pH 3 way c. pH 8

a a ¢ I3 a Y <& a
ATNT 4.6 NaNITIATIZNIAUTZNBUNIUARYDINZNDUTLAIINAITANANZ NOUVDILTITIAT
pH #1199 shsmatin WD-XRF

Data Nd Pr Dy Co B Fe Na O S
NdFeB Magnet 20.9 | 5.38 n/a | 0.74 | 299 | 5237 | 1.18 | 16.43 | 0.02
prNaUNaIUTU pH
0.6 24.28 | 1.37 n/a 0 (493 | 167 | 4352817 | 14.22

penaUNdIUTU pH3 | 24.99 | 753 | n/a | 0 |5.14| 1.37 | 521 39.86 | 14.33

PrNaUNdIUTU pH 8 | 8.02 | 247 | n/a | 032|394 | 2201 | 6.53 | 44.75 | 9.47
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50
45
40
35
30
-]
= .
< 2
20
15
10
5
. l N .
Nd Pr Dy Co B Fe (0] S
W aznounanlSupH 0.6 2428 7.37 0 0 4.93 1.67 28.17 14.22
W azneuviasliupH3 24.99 7.53 0 0 5.14 1.37 39.86 14.33
aznouliaaliupH s 8.02 2.47 0 0.32 3.94 22.01 44.75 9.47

JUT 4.11 nswliUSeuiisvasiuszneumaiivedsiglunnouveudiinnagnay
A1 pH 0.6, pH 3 way pH 8

30

24.28 24.99
g 2 -
z
vg 20
g 15
=
(=]
:;3 10
=
= 5 1.67
Ll
= o
S 0
5 0 1 2 3 4 5 6 7 8 9

U7 4.12 nymleuifisuesidulaeuminvesilofidenuazianiunznouvauds
NnnpgnauiAl pH 0.6 pH 3 waz pH 8

NAIINNITATIVAOUANIUINTUVDIAN TV ALANLNIENAINTANALNOUVDIDITIAT pH
! 1% a A a (3 a a <
#19  emalla ICP-OES wWodinszimUSinalansNinnnznouveawdsesnluainaisyy
avanewarUsunalavendinuniosgluasvrazaiun1endinsnnnznouveswdiaiaya
wanslun1s1e 15199 4.7 JUT 4.13 Uaggufl 4.14 wudnansyEagalgn1enaInIsnnnang
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nouN pH 0.6 dswman 9 wihersluaisszazaleUsenaulume Fe 51,810 me/L Nd 2,060
mg/L (REE 2,453 mg/L) Na159¢¥agaIun1enaIn1sanangnauil pH 3 1ndesialuansye
aza1eUsznaulumiy Fe 31,610 mg/L Nd 264 mg/L (REE 300 mg/L) Tuvaugiansvzazany
AYVRINITANANENOUT pH 8 wdesnluasvezaratsUsenaulume Fe 4,217 me/L Nd
136 mg/L (REE 169 mg/L)

PNKHANITIATIERU 1A UERULAINNITANAENOUVBILTINAT pH 0.6 WUIWRAN
NounmuedinundesyluaisyrarasuasiivsinaanududugeaniaUTouieuiuans
YLATAILNIWNSINITANAZNDUNAT pH 3 WazA1 pH 8 ieelanalaldinnisanaznouial

= < & 3 a > A
pH 0.6 azdinanesnutdovuluaisusznavasandeluliniue Tusuznisannznou
& a1 I A a < o I a a o ' =l
Y8IUTINA1 pH 3 nudrdvTunamanauvaseyluaisvrazarglulSuaiainiinsdnis
q' v o2 I3 = 3 a a
anagneaun 0.6 wandbiiviuinmananazneusanuiievuluasusznoureudsluusunuigs
N3 dunsanagnauiial pH 8 Uumanauviosgluaisvsazargluuiunae uansliiiui
fdnanagnausenuiainalstzasaleiourmuniildnenauveswdnfl Usunaumndngs
lianunsausnadnilledlvulazlangnginesnuiainaisvzazaisls LazaINNaNIINAADY
nunilleddlsuuarlaremenanunsannnznouyeudaueneenu1aInasIzazatefian pH
i lnefundndinazasegluasvzasarsuazanaznausiuluUiunoniisadniles Wem pH
2WwnindgaAny 9 NUSHIUNITANAZNOUDONUININAITYLAZAIBIUNTLIUAANT
ANAZNBULNBUNINLATIAT pH 8 Fedaanassiuuldenlatinnssienulineuntnd seiulu
P ° = ) . . = vl
nsnaassilliieiazyinnisidenana (Selective extractions) flodilunnazlangnignluil
anuuIansasluduneunisanasnouvednddsldteulunsanngnauiian pH 0.6 dmsunis
naassluduneunaly

M3NT 4.7 uanarududuressegluasvearangisuny WaraTEIEaTaNgNena
NIANAZNOUNAT pH 0.6 pH 3 Way pH 8 MinT1adeumIBmAila ICP-OES

Elements Nd Pr Dy Co B Fe

AT YTAZAI LS mg/L 28,030 | 7048 | 141 | 1,106 | 74 | 70,010

aT¥zaza1enaIusu pH 0.6 me/L 2,060 | 393 a7 837 | n/a | 51,810

aT¥zaza1enaIusu pH 3 mg/L 264 36 22 | 522 |n/a| 31,610

a15vzaransnaIusu pH 8 mg/L 136 33 1 58 | n/a| 4,217




80,000

70,000

60,000

50,000

o 40,000

SJJ

g 30,000

20,000

10,000

0 |

Nd Pr Dy
W SErzarawiEuay 28,030 | 7048 141
W avzazaeniaalsy pHo6 2,060 393 47
A vzazmonadlin pH3 264 36 22
A13pzazmenadliu pHs 136 33 1

74

Fe
70,010
51,810
31,610

4,217

a3

JUN 4.13 nylilSeuiiguanududuvessiniegluanstzaraieisudu Lavansevzarany

AEndInsanAzneufian pH 0.6 pH 3 way pH 8

60,000

50,000

—8—Ndi —e—Te

.
40,000 R
3 ~_3L:610
El 4
E 30,000 £ 4
—
20,000 S~
-
10,000 \ & 4217
: 2,060 261 -.fia
e_
0 o o
0 1 2 3 4 5 6 7 8
ﬁ']pH

JUT 4.14 nswlSeuiisvanmiudurewedilefiflonuazimvin Naavdeluasvzazais

AENSINIANAZNEUTIAN pH 0.6 pH 3 way pH 8

Brslunisanazneuveudaiinn pH 0.6 LLazé’ﬂwmmzﬂauﬁléfLLamﬁqgﬂﬁ 4.15
LagnadATzsinudureIsnluasvzaratenouLa svdsnnmnAznouYesudsian pH
0.6 wanedislun1s9l 4.8 nudanstzazaenIendInsanaznaudien pH 0.6 fiusinailled
Fouwdooglumsazaneiiios 2,083 me/L Feanasanansvzazasluneubududiiiuiunm
g90l9 22,490 mg/L wandlisiuiilemdonuaslangmenifeusaiunazuendinnayney

9OnUIIINAsTrazalefial pH ainanll Tuvasiwinieunmundinsasaisegluaisye

A¥ANY NANITIATILNDIAUTENDUNIWALVDINLNOUVDILTIA8mATA WD-XRF WuU3ndl



a4

peAUsznaunantlawn dloAiden 25.09 Wt% wis1@loaidun 7.64 W% Luseu 4.77 W%
Falos 14.16 Wt% oanTiau 38.29 W% uazinaniveduegifia 2.19 Wt% Lagnadinig
Ainnegisuuuvresnzneuvesidsfinnnzneuldmuinegluguvesansuszneuvedlefenilon
Wendan (NaNd(SO4)-H,0) wagansuseneumdndawmn (FeSOq 7H,0) TuuSuna 97.81%
way 1.91% muﬁﬁuﬁmam’tugﬂﬁ 4.16 WAz .10 ﬁﬂﬁ"’qgﬂiwﬁﬂwmwaqmﬂauﬁ

FITIAARUAIBNADIYANTIAUBLANATOURUUARINTIA (SEM) 590EINEN1TIATIZRUTUIE
#y SEM-EDS wansdsluguil 4.17 uazans1edl 4.1 Insasuszneumdndamniinnnznou
safuillefifioudamnoziidnuursuiaduwiudaidnuazuandiannguinesmznouile
AuLiley

JUT 4.15 nsnnazneuveswdeiian pH 0.6 wavdnuazasnauild a. N13NANouYeLds

Tnen1suSuAn pH mea1sazany NaOH 1 M b. uay c. dnwalznznauvadlien
ANAZNDULUNAIDDNANNAITVLAZANE

2 2 a 1 [ 2 A a
A1519 4.8 AULUNTUVRIUTUIUGINNOULASNAINITANALN DUV ILTINAT pH 0.6
A3A9ERUMLLNATA ICP-OFS

Data Element Nd Pr Dy Co B Fe
aNsVTaTaUSUAU me/L | 22,490 | 5,300 | 22.28 | 808.7 | 683.4 | 68,390
aT¥EaraIunaIUsu pH

meg/L 2,083 | 376.1 | 36.8 | 707.3 | 497.3 | 89,730

0.6




A1974 4.9 NANISIATIENDIAUTLNDUNIWATIVD
(NdpH 0.6) aewwatin WD-XRF

a5

< cs'
AENBUVBILYIIINNITANALNBUN pH 0.6

Data Element | Nd Pr | Dy | Co B Fe S O
NdFeB
Wt% 1787 | 4.6 0 | 063|256 |44.76 | 0.02 | 14.04
Magnet
Nd pH 0.6 Wt% 2509 | 764 | 0O 0 4.77 | 2.19 | 14.16 | 38.29
g 6.02*004*
0.0e: 000 y i Jl 1 l J llll.ﬁllllllly;llol;’m:llLls(s‘u#al!e(‘vA»)hyu‘r‘a'e rm:ﬂ(s‘oa }2(H20), 01-076-2567
’ il }u ’\ |\.|.L;L.:‘.;l‘ bl
L7 . Melanterite, syn, Fe (S 04 ) ( F 1-072-1106
o oL l\o | 1 oM, .AAJH.J.BL__.J.M,AA 3 P 1l‘)0
2-theta (deg)

JUN 4.16 HaN1TIATIENFURUUNISIALIULYDISIEBND (XRD) Y0eiinganznay
Y0ITININNITANAZNDUAAT pH 0.6 tiBuAvaI511R53 1 Sodium

Neodymium Bis (Sulfate (V1))
Szomolnokite (FeSO4 (H,0))

Hydrate (NaNd(SOg), (H,0)) thag

a a ¢ a Ay v a
#1579 4.10 waﬂ’mLﬁmW‘UimmuazgﬂLL'UUGummiﬂisﬂaumlmﬁmmimﬂmﬂaum'}

pH 0.6 (NdpH0.6) menatin XRD

Data Quantitative | NaREE(S0,),(H,0)

FeSO4-7HZO

REE(OH); | Unknown

NdpHO0.6 Value% 97.81

1.91 0 0.29




a6

JUT 4.17 dnvazgusnmenaureswdeiliannnisanazneuiial pH 0.6 A5I9d0UMENEDY

fa & 1 a ¢ a v
FANIIAUBLANATDULUUABINT N (SEM) LLaZNaﬂqifJLﬂiqgﬁﬂiuqmﬁqﬁlﬂﬁﬁl

SEM-EDS

M50 4.11 NaN1TIATISIUSUIUE Y SEM-EDS v8emznauvauwisnlaainnis

=~ o "
ANALNBUNAT pH 0.6 NALLAUINIG

Spectrum | C @) Na S Fe Zn Pr Nd Pm | Sm | Tb
Spec. 1 | 3543759 | - | 1438 | 0.00 | 7.26 | 4.24 | 23.82 | 543 | 3.74 | -
Spec.2 | 5311|4318 | - |14.47 | 585 | 549 | - 1749 1420 | - |4.01
Spec. 3 | 7.11 | 56.54 | - | 1335|1433 | - - - - - | 5.67
Spec. 4 | 5421|5959 | - |14.06 | 1574 | - - - - - | 5.19

InNIsanenauintulunseaestanunsaesuelalagufiseuanduaunisi

4.3-4.6 3NNNNSINYIURANTANABUNTNHLAY Atwood, 2016 wag Yoon, 2014

H2SOq + 2NaOH = NazSOg + 2HoO oot 4.3
Fes0s + 3H;504 = Fes(SOs)3 + 3HoOcomoieiceeeeeeceeee e e 4.4
Fex(SOq)s + 3NazSQq + 6H20 = 2INasFe(SO4)5.3Hz0. ...t 4.5
Nd(SOg)s + NaSOq + 2H,0 = 2INaNd(SOg)2-HaOl oois v e 4.6

4.2 wamsnaasumaznaulllefdendamninalviegluguvasiilonidienaanlyd

(Direct calcination)

Mnnsmnasrnlngnss (Direct calcination) tlefiagiasuneneuilefifloudamin
(NdpH0.6) Tsiluaglugu Nd-Oxide Tnsmsiensnamnsfifiafigamai 1000 °C iluszoziian
2 $lusluussenmeaund egneuiiniunsinlnenssilesduszneumaniidauandly ased
4.12 LLasgﬂﬁ 4.18 wuiesAUsEnoUMaAiindnvesansUsEna U U slaenssEney
ldne Tleflew 29.60 Wt% ws@lofidon 9.24 Wt% luseu 4.56 Wt% wéin 2.29




a7

Wt% Fawlod 9.86 Wt% uaz oondiau 29.44 Wio% dsilUSinadamlesanasinazneuile
AiflouFuduiounIsii azanHansiATERsULUULazUTINAm YR sUsEneUTldaN
N13WLAERTIAIENATA XRD LAAIHANS gﬂ‘ﬁ 4.19 LLazgﬂﬁ 4.20 wuitdsznauluaie
miﬂizﬂauﬁagiugwm Neodymium Oxosulfate [Nd,(SO4)O,] 65.42% Neodymium
Ferrate [NdFeOs] 20.89% L@ ¢ Sodium Sulfate [Na,SO4] 9.3% %Q wan 1Lt uan
arsUsznevfiiiunisnilaenssdiulngfaegluglvesdlefifioudama TnoiAndu
a1susegnausauseriananiuilledllousonlamiiies 20.89% wanslfiiuinizniswn
Tnensufleazidsunznouilef floudaislilueglusuvesilofidousenledlifomadsll
amsavinle wamﬁmezﬁé’ﬂwngﬂs’wmzﬂauﬁuaqLL%ﬂﬁmumiLmM&qu (NdpHO.6-
Oxide) MENapIaNIIAUBLANATOULUUABINTIA (SEM) Waznan1sAseiusunusInsme
SEM-EDS LLam@fﬁugﬂﬁ 4.21 WUiRZneuURiN LN TIIREATIUSMANASY 1 ATI9deU
A8 SEM-EDS fesAusznauniaaiiusznaulusie Nd 32.09 % Pr 6.48 % Fe 12.30 % S
0.39% way O 19.94 % Fsdesdusenevaedlansnienn wan wazoondwudundn 343
audululidnezegluglvesansusznou Neodymium Ferrate [NdFeOs] finsradeudig
wmeda XRD fauanslunaneunting druudnnadnndy 2 fosddssneumanivsynould
@28 Nd 42.75% Pr 7.63% Fe 0 % S 6.04% wag O 29.78% Tedosdusznauniaadl
IndPestufiuuinauaunndy 3 uazanesy ¢ Gadesusznevvatlanemen dames way
sonTulundn Felianudululiinagedlusuresarsuszneu Neodymium Oxosulfate
[NdA(SO)0,] IMNKAN1INTINABUEmATA XRD efivsunandudnlngvemenauiiimins
WA IR avLe

P 3 a a A % [
15199 4.12 HapsdUsenauneivesmzneuiiiiunsinlnensuneliogluguves
asusenaueenlun (NdpHO.6-Oxide) meinaila WD-XRF

Data Element | Nd Pr | Dy | Co B Fe S O
NdFeB magnet | Wt% 17.87 | 4.60 | 0.00 | 0.63 | 256 | 44.76 | 0.02 | 14.04
NdpHO0.6 Wt% 25.09 | 7.64 | 0.00 | 0.00 | 4.77 | 2.19 | 14.16 | 38.29
NdpHO0.6-Oxide Wt9% 29.60 | 9.24 | 0.00 | 0.00 | 4.56 | 2.29 | 9.84 | 29.44




48

Wt%

35

30

25

15

10

i

, . dl

Fe S 0

Nd Pr Dy Co B
B NdFeB magnet 17.87 4.6 0 0.63 256 4476 0.02 14.04
B NdpHO0.6 2509 764 O 0 477 219 14.16 38.29
B NdpHO0.6-Oxide 29.6 9.24 0 0 456 229 9.84 2944

U1 4.18 deyaiUTeuiisuasdusznaumanivesnznauillefiiloudainneusuaznsnau
NUNTHlAER9 (NdpHO.6-Oxide)

ol

Precessed datapH 0.6 —

6A0e+ou41
Iy
g
2 4.0e+004
3
c
2
z

2.0e+004 l {

0.0e+000_J LL LN e \

Neodymium Oxide Sutfate, Na2 02 S 04, 00-048-1829
|
f |
1 [l 11, | l

1A g 11
neodymium iron(1ll) oxide, Nd Fe O3, 01-074-1473

P l; 1 I gl il

i —_
disodium sulfate(‘:’l ). Na2 [ 5 04 ), 01-089-4751

1 \ Il ‘ '.‘ i .| ul'l.lul,

20 40 60 50 100
2-theta (deg)

JUN 4.19 sUwuunsiigatuuresidienduesieg1nzneuntunislagnsaivelieglu
sUvesansUsEnaveentyn (NdpHO.6-Oxide) Ligu fiua1su1nigiu Na(S0.)0,
NdFeOs ke Nay(SOa)



a9

70
60
50

a0

R
[-2
= 30
o
=

20

B .

. Bl -
Nd2(504)02 NdFeO3 Na2(504) Unknown
H NdpHO.6-oxide 65.42 20.89 9.3 4.38

JUT 4.20 HANFIATIENFULUULAZUSINUYRIANTUTENBUYDINEN DU U SIKLAEATY
(NdpHO0.6-Oxide) sretnatin XRD

Spectrum | C (@) Na| S Fe Zn Pr Nd Pm | Sm | Tb
Spec. 1 | 3.17 (1994 | - 1039|1230 | - |6.48| 3209 |8.02|5.50 | 6.60
Spec.2 | 9.14 2978 | - |6.04 - - | 7631|4275 - - -
Spec.3 |9.13 | 2744 | - |5.61 - 429 1695|3995 | - - -
Spec. 4 | 2161|1843 | - |6.18 - - 1989|4805 - |529]| -

JUT 4.21 dnwaizgusnmenouvedndiiiiunsnilaenss (NdpHO.6-Oxide) Asavdaudie
NH0IanIIMIBIANATEULUUABINTIA (SEM) Uagnan1s3nTei3unns1neae
SEM-EDS
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43 wamsnaasudsunznauiilefdsudamnliegluzuvesasussnauileniiiou
lensenlud neurinsmuielvegluguvesilediiiusanlad
MnTeuNsAnYIneuntl (Piyawit et al, 2018) aunsaviinisUAsungnaudiey

lustvesilenlondawnlilvoglusuvesllonlivulansonled arunisvinugisendu

Toifeulansonladiaunisdua duiddlinmsszgndldudnnisdananilummasos

vossmiifoil

Nd5(504)3.8H,0 + NaOH > NA(OH)s + NAASOm+ HoOoreoeveoroeeeeeeseeceeeseseeeeeeeesee a7

2[NaNd(SOg),.H;0] + 6NaOH 7 2NA(OH)3 + 4NazSOg + 2Hz0ccovvoeeeeereeecceeees oo 4.8

PnMIeasaligunznouillondlsudamnlieglusuvesasusenauillefiielen

5 1 a o = 2N AT A a s o AT A
senledneunagyinis e liegluguvesileilivusenled lnensiinenouillediiiyy
Faun (NdpHO.6) 1nanemleasazate NaOH anudatdy 2.5 M lusasidiusyninsueaunds/
Youmad 0.1 (1 ¢/10 mL) nu#isld 5 9ilueee magnetic stirer Noaungiviesuazdulagly
1A389 Ultrasonic 1 97114 HaaIAUsznounIeaiivengnaun1enaininn1syinugisense
ansearsazatelyfvulaasenlyn (NdpHO.6-R) Fevin15AtATIEiA8mATlA WD-XRF
uanaRalunsen 4.13 wazguin 4.22 wudndlesAusenaunianilusenauluiig Nd 38.47%
Pr12.21 % B 3.83 % Fe 3.52 % S 0.79 % waz O 31.70 % wuindusuialasiwusives
langmenlussausynouiindu TuvusUSinaesiwudvesdamesanas sautdiivaniie
Yusgunsdnluvimaninios wagainuan1siiaszisuuuusas Usunaansvesansuseneu
M isendvansazanelavisulan senledmemeatia XRD wanwaddly Ui 4.23
uwagguf 4.24 wudnegluguues Neodymium hydroxide [REE(OH)s] 99.64% &aduusuna
& ] v 2 1 & Q{' AT A a Y !
Naunmue wansliliuindunsunisiasuansusenavilendsudaaliliegluguves

a a a -&J o i o & | v a

asUsznovilendsulansenlaglunsvaassiamnsavinle wazUszauaudsanoutien
anuarIUIINYaINENaUNENAIINMTIUS AT TR sarae ey lansenlyn
(NdpHO.6-R) #333d0UMIENd839anIsmIBanATouLUUEDINTIA (SEM) Wanendlugud 4.25
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AT 4.13 wan1snTIvdeussnlsznaualivesnznauillefiiluudainn (NdpHO.6) 9
Hutumaunsvinleglusuvesansusenauillenlioulansenles (NdpHO.6-R)
wazn1smielvieglusuvesillefienseanlys (NdpHO.6-R-oxide) fmgimadia

WD-XRF
Data Element | Nd Pr Dy | Co B Fe S O
NdFeB
Wt% 17.87 | 4.60 | 0.00 | 0.63 | 256 | 44.76 | 0.02 | 14.04
magnet
NdpHO0.6 Wt% 25.09 | 7.64 |0.00 | 0.00 | 4.77 | 2.19 | 14.16 | 38.29
NdpHO0.6-R Wt9% 38.47 | 12.21 | 0.00 | 0.00 | 3.83 | 3.52 | 0.79 | 31.70
NdpHO0.6-R- Wt%
. 52.14 | 16.85 | 0.00 | 0.00 | 3.26 | 4.40 | 6.64 | 19.40
oxide
60
50
40
- 30
3‘33 20
< I ol L
o B Bw
MNd Pr Dy Co B Fe S (@]

= NdpHO.6
= NdpHO.6-R

NdpHO.&6-R-oxide

¥

U 4.22

UBUAL
Y

25.09
38.47
52.14

7.64
12.21
16.85

A4TFT
3.83
3.26

219
352
a.a

14.16

0.79
5.64

38.29

31.7
19.49

UTguifisuesausznaunisaiivssnznauidlofideudains (NdpH0.6) 7

Hutunaunsinlvieglusvesansusenauillendieulansanles (NdpHO.6-R)
wazmsiielviegluguvesilledidisusanles (NdpHO.6-R-oxide)
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Processed data:pH 0.6 after insing —

Intensity (cps)
g

Neodymium trihydroxide, Nd ( O H )3, 01-076-5400

2-theta (deg)

JUN 4.23 JUWUUNSIAL LTRSS EINdUaeI0g 19nEnoun U SaNssIea el U e Ul
agfluguvesansuszneulansenlan ( NdpHO.6-R) 1wy fuasumsguy
Neodymium Hydroxide Nd(OH)s taig Praseodymium Hydroxide Pr(OH);

120
100
80
R
i 60
[
=
40
20
NaREE;f)()M)Z(H FeS04-7H20 REE(OH)3 Unknown
# NdpHO.6 97.81 191 0 0.29
 NdpHO.6-R 0 0 99.64 036

JUN 4.24 HaNTIATIENFURUULALUTUNIUD9E15UTENBUYBINEN DU UNNSENeAILANY
edsulviegluguvesansusenaulansenlen ( NdpHO.6-R) iewmnalla XRD
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JUT 4.25 dnwaizgusnmenouvedaiiiiunsdseisiiodeulieglugves
ansusznaulansentes ( NdpHO.6-R) AsavdeUmendesqanssAudidnnsau
WUUdRINIIA (SEM)

ntudlotnzneudlefidloulansenlusiildanduneuneuniniluviniswiie
wavulveglusuvesillofifioueenlesd Famaainnisiiasizsisiomada WO-XRF fauansly
AN51991 .13 LLazgﬂﬁ 4.22 wuinilesAussnaumaaiiuseneuluaie Nd 52.14 % Pr 16.85
% B 3.26 % Fe 4.40 % S 6.64 % way O 19.40 % wunilvsunanlesigusveslaneiienn
(Nd+Pr) IuaqﬁﬂizﬂauLi‘]uwé’ﬂ‘[malﬂmﬁugﬁa 68.99 % wavileanBauilussdusenau Ined
winuardaulesifeuusguvdnluliinaninties wazainuan1siaszisuuuusazy3una
41590981 5UTENOUTHIUNSWILAYATIE DU BLATA XRD UanIwadsly gﬂﬁ 4.26 uaz3y
7l .27 ‘W“U’EJ"]‘IJi%ﬂ@‘U‘l‘Uﬁ%ﬂﬁ?’iﬂi%ﬂ@vﬁ@%}lugﬂﬂaﬂ Rare-earth oxides [REE,Os] 79.76%
Neodymium ferrate [NdFeOs] 17.75% wag Rare-earth hydroxides [REE,(OH)s] 2.11% 4
wandlfifiuiansusgneuitnuduneumsriuiatenfuasavanslnifeulansonleduasi
nswiielfegluguveseenlediuanuisavilildeanlsdveslangmonlulnagds
79.76 % InsfilAnansussnevesnlussimsznirunanuazilofifliouogluuiuna 17.75 %
wardenandetilofiioylansanlodursdiuieadntasludsunn 2.11%

mam'ﬁmﬁ3ﬁé’ﬂwng~ui'Nms‘U33ﬂa*uﬁm'm%umaumiﬁwﬁﬁ%mﬁumiazma
Tnifoulansonluduazyiniswiielvieglusuveseanled ( NdpHO.6-R-Oxide) fendes
ansIAIBLANATEURUUADINTIA (SEM) LasnanIsIlAsIsAUsHIe19s9e SEM-EDS Lanna
Tuguft 4.28 wuiudnmawnedu 1 was 2 flesdusznounmaniivdnysznoulumelansm
g0 (Nd+Pr) wazeanTaulunan lnefmdndevwanies Jaiianudululiiaveglugy
vesansusyneveanlansiusyrInamdnuasilenidlen (Neodymium Ferrate, NdFeOs) @y
Ushnaanesu 3 uag 4 Jasdusznoumaniivanysenaulusielanemiann (Nd+Pr) uag
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sonfulunan lnglifivdndevu Jaimnudululaiazedluguvesansusznevsenled
999laviz181n (REE,Os) Nn539d80UnIesnAalla XRD AaukandbluNanaumntil

‘ Processed catal R —

1 De+CUEl

Intensity {cps)

5 0e+004~

C.0e+000_| Koo

L A

Dineodymium trioxide, Nd2 O3, 01-075-9858
| L |
Praseodymium Oxide. Pr2 O3. 01-078-0309

1 | 1l N W 1 _ B
Necdymium tiydroxde, Nd ( O H 13, 01-079-5400

11 . _
Prasaodymium H ide. Pr( O H J3, 01-083-2304
‘ Neadymium ferate, Na ( Fe O3 |, 01-062-3456

1 . - " n L L - =
20 40 60 80 100

2-theta (deg)

JUN 4.26 JULUUNSIAEAULYDITIEON D008 199 NUTNHILNTIHN
(NdpHO.6-R-Oxide) tigufiuasunnsgIu REE,Os, REE, (OH)s
ey NdFeOs

90
80
70
60
50
40

value %

30

20

10

1 W 0.
)

NdZC[)SZOil NdFeO3 Na2s04 REE203 REE23[OH) Unknown

H NdpHO0.6, Cal 65.42 20.89 9.3 0 0 4.38
B NdpHO.6-R, Cal 0 17.75 0 19.76 211 0.38

gﬂﬁ 4.27 LU%&JULﬁauwamﬁmmzﬁgﬂLLUULLas‘d’%mmmaﬂmiﬂizﬂawaqmﬂauﬁﬁﬁ
UFfsefuansazanelufenlensenluduasiumsniiiendeulveglusuves
ansUsenaueenlas (NdpHO.6-R-Oxide) ffu nznaufiniunsunlaense (Direct
calcination, NdpHO0.6 -Oxide) dstnatla XRD
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Spectrum 2

3.

N
N

S

. ~

-

.
—
.

Spectrum C (@) Fe Pr Nd Pm Sm Tb
Spec. 1 12.03 24.50 8.51 6.59 28.78 742 | 4.64 | 4.33
Spec. 2 13.77 30.24 0.77 6.46 35.29 7.64 - -
Spec. 3 13.33 26.04 - 10.07 | 46.90 - - -
Spec. 4 18.75 32.04 - - 36.50 9.35 - -

SU 4.28 &nwaizgusremeneuiihuitentuansazaneluieulansonloduagsiunisin
WieraelieglusUvesansusznousenlus (NdpHO.6-R-Oxide) ATIvaause
NH0IaNIIABLANATEURUUABINTIA (SEM) kagNan1T3ATIei3unns1meae
SEM-EDS

4.4  wanmsneassndawanesnainaznauiilefilisudame dowinlieglusuves
ansUsznavilenidisulansenles uazwnivelegluzuvesilonifiousenled
NNeaesidamanesnanazneuilefidisudamn (NdpHO.6) Inenisyzazany

muasaralenIndaiiain Anududu 2 M Sasaiuseninaveudy/veaman 0.1 (1 ¢/ 10

mL) MufslaInIuwiman (magnetic stimer) tuszoznan 24 4l nassdUszney

MATTeIRNYNBUNENAIINNNTTEAYaIEREETATaTa1eNTATaTasn (NdpHO.6-L) F9vh

MsIATIiTsmada WO-XRF dsuandlunisnedl 4.14 taggud 4.29 wuirilesduszney

maadusznaulume Nd 24.11 % Pr 7.41 % B 4.70 % Fe 0.82 % S 14.62% Wwaz O 38.29

% FauSunauesivudveuninanas LATIINNANITIATIENFURUULATUSUMA1 209

asUszneuiiiumsvzazanefemsansazatensadaiindnsnemada XRD uanwmwaddlugy

7l 4.30 uar§UT 4.31 wuiegluguves Sodium rare earth Sulfate [NaREE(SO.)(H,0)]

99.85% HaduuTinaniteuimua uandiifiuirduneunsminmaneenainagnouiled

Weudaumn lngn1svzararemeaisazateniadailisnainsaiile dnuursusivemeney

AENTIRINNTVEALAYAILATATAIUNIATATIIN (NDPHO.6-L) ATI9dBUMENADIaNTIAL

SldnmsauLuUdesns I (SEM) uansssluguil 4.32
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asNd .14 esrUszneumaaiivesmzneuilefdoudamndudu (NdpHO.6) aeneuilled
Seudauiafiiiunstidamdn (NdpH0.6-L) Hususeunsviliegluguves
asUsznauillefidlenlensenlus (NdpHO.6-LR) uaznisiitelveglusUveail
Tomidloneanles (NdpHO.6-LR-oxide) finaaaausiewmailn WD-XRF

Data Element | Nd Pr Dy | Co B Fe S O
NdFeB magnet Wt% 17.87 | 4.60 | 0.00 | 0.63 | 2.56 | 44.76 | 0.02 | 14.04
NdpHO0.6 Wt% 25.09 | 7.64 | 0.00 | 0.00 | 4.77 | 2.19 | 14.16 | 38.29
NdpHO.6-L Wt% 24.11 | 7.41 | 0.00 | 0.00 | 4.70 | 0.82 | 14.62 | 38.29
NdpHO0.6-LR Wt% 37.70 | 11.45 1 0.00 | 0.00 | 4.37 | 0.13 | 0.88 | 32.66
Nd pH 0.6-LR- Wt% | 51.48 | 16.31 | 0.00 | 0.00 | 3.03 | 0.19 | 0.56 | 23.29
Oxide
60
50
40
® 30
B
20
10 ‘
o M -
Nd Pr Dy Co B Fe S (o]
NdpHO.6 25.09 | 7.64 0 0 4.77 219 1416 3829
NdpHO.6-L 2411 741 0 0 a7 082 1462 3829
NdpHO.6-LR 37.7 1145 0 0 437 013 088 32.66
Nd pH 0.6-LR-Oxide | 51.48 16.31 0 0 3.03 0.19 0.56 | 23.29

U7l 4.29 deyasFeufisuesdusznaumaaiivesnzneuiilediflondamnEudu (NdpHO.6)
nznouilofifloudamniiiunisidaman (NdpHO.6-L) rutuseunsvilifeglu
sUvesansUszneuledloalansonles (NdpHO.6-LR) uaznstaiitelvieglusy
vastlofflsusanles (NdpHO.6-LR-oxide) finsaaaausieinafin WD-XRF
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:-u—-ommouwnm 1090 =
80e+0044
gso-'ooo-
=
- e
-
20000041
008000, L 1 “]Llul_l allid S P
Sosum necdyTeum ba( wl date Na N o4
” |8 :‘luu]‘l A | [ NPOomial & T PP T
20 40 60 80 100
2-theta (deg)

UM 4.30 JUnuumsiasiuuvesisdtendvesinenanzneuilefilloudamndiinisiin
win (NdpHO.6-L) s uiuansunsgiu Sodium Neodymium Bis(Sulfate (V1))
Hydrate (NaNd(SOq ), (H,0))

120
100
30

60

Value %

10

20

0

NaREE (SO4)2(H20) FeS04-7H20 REE(OH)3 Unknewn

Data Quantitative | NaREE(SOq),(Hz0) | FeSO4-7H,O | REE(OH)s | Unknown
NdpHO0.6 Value% 97.81 1.91 0 0.29
NdpHO0.6-L Value% 99.85 0 0 0.15

JUN 4.31 Wisuiigunan1 s ensukuukasUsinavesansusenaurasmg nauillenidey
Faumisudu (NdpHO.6) azneuiilemdsudamanniunisiidaman (NdpHO.6-L)
mewaila XRD
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Spectrum 1

Spectrum 2

JUT 4.32 dnwauzgusmenoudlefdlendamafiniunisidnmin (NdpHO.6-L) aiaaey
eNdeIansIAUBIaNAToULUUdaINTIA (SEM)

nsnaassddsunznouiledlsndamandsiniinmansenainazneulvieglusy
yosasusznoviileddoulansonlen lngnisiinzneuiilefilisudainndsainiidaman
(NdpH0.6-L) unansnig@nsazats NaOH astdudu 2.5 M ludnsndiuszninewesuds/
yoaa 0.1 (1 ¢/10 mL) nawdisld 5 Falasdiae magnetic stirrer figaumgiiviosuardulngld
1304 Ultrasonic 1 43lan nassdusznauniaiivasmenaunendsannsiujisemie
dradeansazatslaisulensenled (NdpHO.6-LR) evhnisimsevidaemaiin WD-XRF
nanedslumnsneil 4.14 uaggui 4.29 nuiflosduszneumaniiuszneuludie Nd 37.70 %
Pr 11.45 % B 4.37 % Fe 0.13 % S 0.88 % Waz O 32.66 % dsiivSuandesivudvaslans
mennluesddsznauiiiniy luunefiviinuesiousvesdamesuasvinanas wazannua
MsiRTEsigUuUULasUSIAmS RIS UsEneUTiH USRS o uan sazaneTaideale
nsenludsiomada XRD uansnafsly 3UA 4.33 waz3udl 438 nuiteglusuaes
Neodymium hydroxide [REE(OH);] 99.98% %QL%UU%@J’]QALﬁ@U%&%&J@LLﬁ%ﬁﬂ?’]MU%Ej%é@jx‘i
wandliifuindunounisiinmdnoenanagneuiilofideudannneufiasdeuliluegly
sUvesansUsznoviiledfivulansenledvinlilinzneudlef Hloslonsenladfiiauuians
iy

dnwarIUINNvenEnaun1endIaInnIsidnmantaivinujisemsednsiig
arsavareluienlansonles (NdpHO.6-LR) n5a9d0uUsendniganssAudidnasounuudes
N30 (SEM) uaznanIsAs1EiTanasInfe SEM-EDS wanadsluguil 4.35 nuimznou
UShuaunasy 1, 2 way 3 As9daune SEM-EDS flasrusenaunmamiiusenaulusie Nd
33.45 %, 45.06 %, 41.22 % Pr 591 %, 9.47 %, 820 % way O 29.71 %, 25.62
%, 29.57 % mudiu Failesdusznouvedlangmennuazoondiaudundn Jedananduly
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lpnazeglugUvesarsusenau Neodymium hydroxide [REE(OH)s] AuuTansgs fanila
ns9daumIemAada XRD Tunanawninil

5.0e+003 f\

0.06+000, / L_._J V’\_AJN/LJH\K‘LJU\_M—/\»——/\\—A-

5 o]
Neodymium trihydroxide, Nd ( O H )3, 01-079-5400
l’ | & il

2.5e+004 Procsssed dutapH 0.6 after rinsing_leaching

2.0e+004

Intensity (cps)

g i
g 2
3 8

20 40 60 80
2-theta (deg)

100

JUN 4.33 sUnuuNsiRiuuvessidiondresiiegunznauillofilsudainniniunisiidn
wian (NdpH0.6-L) wagnutumaunisvilieglusuvesansusznevillendevls

asonlen (NdpHO.6-LR) Lileufiuansuinsgiu Neodymium Hydroxide Nd(OH)s
ey Praseodymium Hydroxide Nd(OH);

120

100
80 ‘ ,
60

|
40

i \

Value %

NaREE (504)2(H20) FeS04.7H20 REE(OH)3 Unknown

Data NaREE(SO4),(H,0) FeSO,4-7TH,0 REE(OH); Unknown
NdpHO0.6 97.81 1.91 0 0.29
NdpHO.6- 0 0 99.98 0.02

LR

JUT 4.34 \WSguiigunansinsgvisuiuukasUTinanesansusenauvesmgnauilosidley
Faadusu (NdpHO.6) nzneullefiluudamnfiiiunisiidniuan (NdpHO.6-L)

wagkuduneun sy lveglugvesasuseneuiilenideulansenlad (NdpHO.6-
LR) sewnaila XRD
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Spectrum C (@) Na S Fe Pr Nd Pm
Spec. 1 17.44 | 29.71 - - - 591 33.45 7.07
Spec. 2 14.24 | 25.62 - - - 9.47 45.06 -
Spec. 3 18.08 | 29.57 - - - 8.20 41.22 -

5Ui 4.35 Snwnrguiamgnoudlefidoudamniiumstiamanuasiudunsumsiili
aglugUvetsansusznauillondenlansenlad (NdpHO.6-LR) Asiadeusendes
a33MIBANATBULUUADINTIA (SEM) Lagnan T giuinasinme SEM-
EDS
mnduidletngneuilefifienlensenlednuuianigeiildantuneudeuniiily
ymswiierdsulieglusuresilefiflousenled denasinnisiszidiomain
WD-XRF fiauanslunnssil 4.14 wagguil 4.29 wuiilesduszasumaniiuszneulusne Nd
51.48 % Pr 16.31 % B 3.03 % Fe 0.19 % S 0.56 % waz O 23.29 % wuIdUTu1aUas
wusivadlangmenn (Nd+Pr) Tussdsgnaudundnlneuiutiugsis 67.79 % uaziloandiau
Juesduszneu InefimdnuazdamesidoUuegiosuin wagainuan13nsensunuuLae
USinasansuesansusznauiiniunsinIuasnsIvdeumemaiin XRD uanaaddly sUT 4.36
wazguf 4.37 wuiusznevluseansuseneuiiegluguves Rare-earth oxides [REE,Os]
90.50 % Wa¥ Rare-earth hydroxides [REE,(OH)s] 8.54 % Bawandliiiuinansusenoudisinu
funeumsidnmdnudnhluiuiatefuasasmeledelensenlefnoufiverninmm
dieliieglusuveseenladtuanusavinlildoanladvadlanemeinluyiuingada 90.50 %
TneilsiiAnansuszneusenledsmszninamanuazilofiflon uazfinundeileidolen
sonlyAuTum 8.54%
namTlATzidnuarsUTvasUsneuTiHudunouidamanudanlurhu fisen
fuansazanelaiieslansenledieuiiazyinnisiielvieglusuveeanles ( NdpHO.6-LR-
Oxide) FENdeIganssAUBIaNATONLUUADINTIA (SEM) kagHaNTIATIZRUs s 196
SEM-EDS uanssaluguil 4.38 wudrusmanniy 1, 2 waz 3 fesduszneuniaaiingn
Usgnauldmelanemen (Nd+Pr) uareenBiaudundn lngldfivanideovu Jeianuiuly
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lodnazedlusuvetarsuseneveanledvadlanenienn (REE,0s) NAMUUIENTEe fanla
nyvaaeumemata XRD Tunansuntil

1.0e+C05- Processed dsta 0 ¢LR —
8.0e+004

|
€.0e+004-

Intensity (cps)

4.0e+004
2.0e+004 l

) JL Lolh

0.0e+000 ! T Y
1 Noodymium Oxide, Na2 O3, 00-041-1089
Praseodynium Oxide, Pr2 O3, 01-078-0209
Noodymium trihydroxide, NG ( O H )3, 01-079-5400
| :
= " Praseodymum tihydroxide Pr (O H )3. 01-079-5399 |
| 1 Il
L@l . N SN )
20 40 60 80 100

2-theta (deg)

JUN 4.36 JULUUNSIEEuLYRssdlendvemenauilofieudaimniiiun1siidn
widnsaudewhliegluglvesansusznevillefidlenlansenles uazilvio
sUvesansUsznevilledidleusanlyn (NdpHO.6-LR-Oxide)

100
90
80
70
60
50
40

Value %

30
20
10

O m

Nd2(S04)02 NdFeO3 Na2504 REE203 REE2(OH)3 Unknown

Data Nd2(504)02 NdFeO3 Na2$O4 REEzOg REEz(OH)3 Unknown
NdpHO.6-
LR, Cal

0 0 0 90.50 8.54 0.96

JUN 4.37 nan1sIAsensunuukasUSunavesansusenauresmznauillonidey
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Faumrunsmdnmansiudeilieglusuvesarsusenauiilefey
lansenlys uazilvieg Uuresasusznouillefideveanlyn (NdpHO.6-
LR-Oxide) sainatin XRD

Spectrum 2
N n

Spectrum C @] Fe Pr Nd
Spec. 1 7.47 30.25 - 6.51 33.46
Spec. 2 6.38 31.46 - 6.75 33.93
Spec. 3 10.18 30.91 - 9.55 41.29

U7l 4.38 dnuaizgusmgneuilefidendamaiiiunsidnmansmdailieglusuves
a1susznevilleddlenlansenlen waswnlviegsuvesasuseneviillefleueen
lassl (NdpHO.6-LR-Oxide) A329@0UsIenNAdganssruBiannsoukuudeInsIn
(SEM) uaghan1sanenuunasneie SEM-EDS

4.5  Wan1sNAaaeRneINsanalilaflisunaslansiienn wazn1snliasesazanedl
o £X
ANUIENTUURIBNTZUIUNTNINAN
AsneassdnuInIsanailafleuwazlanemien wagni1svinlialsyzazateiianiny
U3gvdumenszuiunsmshiih lneldasazaendsszazaraduarsdidninslad Tunis
NPatnlIaN1MENIsTNAasndy 3 annemuanuaefndwas lagldanunefngieadiu
a g A a & & I3 & o o & &
N52UAUNN5DLENISIUTNTY 3 1980 4 18R way 6 LIannuanfu Wussezaniaus 24
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Flue wazthansazanedianinslaivadidnlasiudasouniaiivinzdualnaluiase
adUsEnaunuaiislemaia ICP-OES uag SEM-EDS

80,000
70,000
60,000
_, 50,000
Eﬁ 40,000
30,000
20,000
10,000
5 N
Nd Pr Dy Co B Fe
BssUYaanaBuEY 22,490 5,300 22.28 808.7 683.4 68,390
B EW 3V 25,645 6,822 208 1,018 909 51,880
EW 4V 27,910 7,844 226 1,142 1,055 47,450
EW 6V 21,570 5,932 188 1,892 1,815 48,420

JUT 4.39 Wisuiilsuesdusznaunaedvesansvzaratesuduniliduasdaninslad
a & s v ad Aaa ¢ & ¢
a158ra8dL NN lanaIdantnsiig 3 1ad 4 1ad waz 6 1ad
AAzviegmaa ICP-OES

4.5.1 Msnaassdidniasduiiclaeldaanudsdndivad 3 Taad

nansnpassdianlnsiudslagldmusdndieas 3 1aas snvaraisazatedian
Wslas wHuLAlng waglHuLelUANEINISNAaDS LLaméfngUVi 4.40 HanTIASIEImIEmALlA
ICP-OES nuinansavaredidninslasdiiaududuresilomioutiiuiuanaisvzavans
Sudiu 22,490 me/L 1 25,685 me/L Tunasiivsinaanudutuvesminanadain 68,390
me/L 1w 51,880 me/L éﬁ’umwﬂugﬂﬁ 4.39 mﬂmimwaauammﬁmLmzﬁLLBjuLmImm
semaila SEM-EDS uandlusuf 4.41 wag 4.42 wuiiusnaanasi 1 syniaiinizusy
ualnaflosdusznouwes Pb 67.36% S 6.05% uax O 26.59% Bsagluzurawmzidainn 7
AzagDBNNINWHULETUATENINNTIUATEN W-1edl TS uanasy 2 synafiinng
wHuLAlnailosAUsENoUVBY Pb 65.04% Cu 11.00% waz O 23.96% deeglusuuasmyia
sonlasiiazarsoanuiainuruLelun wazneuateanlydfiavarsutandruiladudiu
Fendeluwadliiin-edl vinuannfu 3 syniafiinizuiuualnefiosdlszneuves S
38.33% waz O 61.67% deogluguvastamln fusnaaUnasy ¢ syaiafinizusiunalnadl
93AUTENOUDY Fe 13.72% S 30.96% Waz O 55.33% dsaglusuveundndaniiiy
aadUsznevedluasazaneBianinslad
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JUT 4.40 nneaesBiantasiudafianuenedng 3 Taad a. ansazaredianinsladvaans
NAGY b. UNULAINANAINITNARDY C. UHULBLUANEINITNARDY

SEF 15kY. WO1SmmB836" ¢ x200.

el' [ ! d' 1 Y a a a a 4 ! v
JUN 4.41 dnwarsUseunATnsuuLAlANerEIBan InTIullaanuaedng
3 Tyad asnadeumendesganssmiBianaseuwuudosnsia (SEM)
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'Spectmm 4

—Spectrum 1

4 +
' 'Spectrum 2 Spectrum 3

eum ¥ Electron Image 1

Spectrum @) S Fe Cu Pb
Spec. 1 26.59 6.05 - - 67.36
Spec. 2 23.96 - - 11.00 65.04
Spec. 3 61.67 38.33 - - -
Spec. 4 55.33 30.96 13.72 - -

] @ 1 ~ 1 v a x a a a ! o ¢
E‘U'Vl 4.42 aﬂﬂm%gﬂi’mal‘%ﬂ’]ﬂ‘ﬂLﬂ’]%LLNULLﬂIVIﬂﬂ’]EIMaQE]Laﬂiﬁ]'ﬁﬂ]uu\‘iﬂﬂ'ﬂuﬁﬂﬂﬁﬂﬂ

3 189 A3I9ERUMYNARIRanIsAtBANATEULUUARINTIA (SEM) uagNanIs
WATIUTUIUE MY SEM-EDS

4.5.2 Msnaassdidniasiuiasldarudrefndivag 4 Toad

nansneassdianlasiudslnglinnusedndwas ¢ Taad Snvauzarsazarsdidn
Wslan udukalng waguauleluAnaINISNNaDs LLamﬁagUﬁ 4.43 an1sAsIEinIemaila
ICP-OES nunaasavaredidninsladiianududuresilondoufiniuainaisyrazans
Sudu 22,490 me/L Wi 27,910 me/L Tunasiivinamududuvewndnanadain 68,390
me/L 1Ju 47,450 mg/L ﬁQLLa@ﬂugﬂﬁ 4.39 f\]’lﬂﬂ']iﬁi’éﬁ]ﬁ@UE]iéﬂ’]ﬂﬁu’]Lﬂ’]%ﬁLLﬂ\iuLLﬂiﬂﬂ
fewatla SEM-EDS LLamiugiJﬁ 4.44 waz 4.45 wunfiusnaEUnady 1 waraunndy 3 &
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Abstract. This paper proposed a recycling process for neodymium-iron-boron (NdFeB) magnet
scrap from the end-of-life (EOL) of hard disk drives by using hydrometallurgical process. Initial
chemical composition of NdFeB magnet scrap was consisted of 25.37%Nd, 6.53%Pr, 0.90%Co,
3.63%B and 63.57%Fe. After de-magnetization and crushing into proper size, magnet scraps were
directly leached by H2SO4 solution. More than 90% dissolved into acid solution with remaining small
amount of residuals and Ni-coated metal. Neodymium precipitated from leached solution by
pH-control to the optimum condition at pH 0.6 using NaOH solution. Solid Nd-precipitates XRD
pattern was observed in form of NaNd(SOs)>.(H20) and FeSO4.(H20). Elemental analysis of
Nd-precipitates by WD-XRF. The precipitates contained 26.50%Nd, 8.46%Pr and 1.19%Fe. In order
to elimination of Fe, Nd-precipitates was leached by using H2SO4 solution to dissolve FeSO4.(H20)
into acid solution to obtain high concentration of Nd and rare-earth metals (REMs) compound. As a
result, XRD pattern of Nd-compound after Fe-removal confirmed that the high purity
NaNd(S0O4)2.(H20) compound was obtained. The final composition of precipitates analyzed by
WD-XRF was 26.36%Nd, 8.13%Pr with Fe as low as 0.14%Fe.

Introduction

NdFeB magnet is widely used in various applications such as computer hard disk drives (HDDs),
household electrical appliances, wind turbines, hybrid and electrical vehicles (HEVs and EVs) and
small consumer electronic devices due to the superior energy product over others typical permanent
magnetic materials [1-3]. Permanent magnet was the largest consumption of REMs used in 2008 of
21% by volume and 37% by value [1, 2]. Moreover, the forecast of global NdFeB magnet production
was rapidly increased from 60,000 tons in 2008 to 120,000 tons in 2019. This was due to increasing in
demand and rapid growth of electronic applications and electrical vehicles [2]. End-of-life magnet
scrap from these products is expected to increase exponentially in near future. Therefore, NdFeB
magnet scrap is a potential resource of REMs with high concentration of approximately 31-32 wt%
(mainly 21-31 wt% (Nd + Pr)) in these scraps [1, 2]. Extraction of Nd and REMs from magnet scrap
is an effective way for supplying these recycling products for the REMs market. In addition, the
process is also economical-friendly; hence, the more sustainable resource management.
Hydrometallurgical process was used as a selective extraction method for recycling of NdFeB magnet
scraps [4-10]. Main problems for recycling of NdFeB magnet is selective extraction of Nd and REMs
with low content of Fe. In this study, hydrometallurgical process was achieved for selective
extraction of Nd and REMs from NdFeB magnet scrap by direct leaching magnet scrap, optimum
pH-control of Nd-precipitation from leached solution and Fe removal from Nd-precipitates
(NaNd(SO4)2.(H20) + FeSO4.(H20)) by selective leaching to obtain high purity of rare-earth double
salt (NaNd(SO4)2.(H20)).

Materials. The NdFeB magnet scrap from spent hard disk drive components for recycling in this
study shown as in Fig. 1. Chemical composition of metals in NdFeB magnet scrap analyzed by
WD-XRF shown in Table 1.

Al rights reserved. No part of contents of this paper may be reproduced or transmitted in any form or by any means without the written permission of Trans
Tech Publications Ltd, www.scientific.net. (#538155912-31/03/20,06:20:27)
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Recycling process. In this study, the two main processing steps for recycling NdFeB magnet scrap
were the magnet waste preparation and the metallurgical process as shown in Fig. 2. For waste
preparation, NdFeB magnet scrap was completely de-magnetized in muffle furnace at 450 °C for
1 hour [5,6] and then crushed into 10-20 mm particle size. This was to expose NdFeB alloy to the
surface during the acid leaching step. In metallurgical process, Nd was extracted from REMs and
NdFeB scrap magnet by hydrometallurgical process. In the leaching process, 100 g of crushed NdFeB
magnet scrap was leached by 1-liter volume of 2 mole/liter (2M) concentrated H2SO4 solution (with
solid/liquid ratio (S/L ratio) of 1:10) for 24 hours at room temperature. Residuals and undissolved
Ni-coated metal was separated from leached solution. Neodymium was recovered from leached
solution by pH-control precipitation using 1M of NaOH solution with optimum condition for
complete recovery of Nd with maximum purity at pH 0.6 [6, 7]. For the removal of Fe from
precipitated compound, Nd-precipitates were leached by using 2M of H2SO4 solution for selective
dissolution of Fe into acid solution.

\

»

-~ &

Fig. 1. NdFeB magnets scrap from hard disk drive used as raw materials for recycling in this study

Table 1. Elemental analysis of NdFeB magnet scrap by WD-XRF

Elements Nd Pr Co B Fe
wt% 25.37 6.53 0.90 3.63 63.57

NdFFeB magnet scrap

450°C, 1 hr

De-magnetization

S/L ratio 1:10

pH 0.6 Leached solution
S/L ratio 1:10 § Nd-precipitates
Elimi d-Fe from

7 o Fe-removal solution
Nd-precipitates

High purity Nd and
rare-earth compound

2M H,SO, solution Residuals and Ni-coated metal

IM NaOH solution Nd-recovered solution

2M H,SO, solution

Fig. 2. NdFeB magnet scrap recycling process flow chart

Materials characterizations and analysis. Chemical composition of solid particles (e.g. NdFeB
magnet scrap, residuals from leaching stage, Nd-precipitates and Nd-compound after the removal of
Fe) were analyzed by wavelength dispersive X-ray fluorescence spectroscopy (WD-XRF).
Concentration of elements in solutions (e.g. leached solution, Nd-recovered solution and Fe-removal
solution) were analyzed by inductively coupled plasma optical emission spectroscopy (ICP-OES).
X-ray diffraction (XRD) pattern was used to clarify compound pattern or form of Ni-precipitates and
Nd-compound after removal of Fe. Solid particles morphology observed by using Scanning electron
microscope (SEM).
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Results and Discussion

Chemical analysis of solid phase materials and concentration of metals in solution related to
recycling process flow chart are shown in Table 2 and Table 3 respectively. The chemical
composition of NdFeB magnet scrap were mainly iron (63.67 Wt%Fe) and REMs such as
neodymium (25.37 Wt%Nd) and praseodymium (6.53 Wt%Pr).

Leaching. During leaching stage, more than 90% of NdFeB magnet scrap was dissolved into
leached solution. The remainings were small amount of undissolved Ni-coated metal and residuals as
shown in Fig. 3. Fe and Nd are the main metallic elements contained in leached solution with content
of 68,390 mg/L and 22,490 mg/L respectively.

Table 2. Elemental analysis of materials in recycling process analyzed by WD-XRF

Condition Elements Nd Pr Co B Fe Na S o
NdFeB magnet scrap Wte 2537 653 090 363 6357 - & &
Residuals Wit% 1996 5.85 0.17 449 3.65 - 10.24 45.03
Nd-precipitates at pH 0.6 Wt% 2650 846 - 418 1.19 4.09 14.16 38.29
Nd-compound after remove Fe . Wt% 2636 813 - 5.00 0.14 4.36 14.62 38.29

Table 3. Concentration of metals in solutions analyzed by ICP-OES

Condition Elements Nd Pr Dy Co B Fe
Leached solution mgl 22490 5,300 22.28 808.70 683.40 68,390
Nd-recovered solution mgL ~ 2,083 376.10 36.80 707.30 497.30 89,730

Leached solution Residuals Ni-coated metal

Fig. 3. Leached solution, residuals and Ni-coated metal obtained in leaching step

Nd-precipitation. Precipitation process for the selective extraction of Nd from leached solution is
shown in Fig. 4. Nd-precipitates at pH 0.6 confirmed the optimum condition for the complete
recovery of Nd with maximum purity by selectively precipitation from Fe [6, 7]. Fe and Nd contents
in Nd-precipitates were 1.19% and 26.50% respectively. The samples still contained small amount of
Fe co-precipitated with Nd from leached solution at pH 0.6. Most of Fe dissolved within leached
solution as analysis data of metals concentration in solution after recovered Nd; which contained
large amount of Fe in solution. In contrast, Nd contained in solution was only 2,083 mg/L from prior
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22,490 mg/L after precipitation from the leached solution at pH 0.6. XRD pattern of Nd-precipitated
at pH 0.6 as shown in Fig. 5. The solid precipitates in form of NaNd(SO4)2.H20 co-precipitated with
FeSO4.(H20) were observed as reported from previous data [5]. Cobalt was not observed in
Nd-precipitates due to under-range of pH for Co-precipitation which typically recovered in the
effective range of pH 8-11. As confirmed by metals concentration in solution, cobalt was kept
dissolved in the Nd-recovered solution. Moreover, the absence of dysprosium in the materials was
due to the concentration being very low compared to the detection limit of WD-XRF, which
reasonable data observed with small amount in solutions comparing to others metals.

Elimination of Fe from Nd-precipitates. In order to remove Fe from Nd-precipitates to obtain
high purity Nd and REMs compound. In this study, the improvement of the recycling process was
achieved by additional leaching process to dissolved FeSO4.(H20) from NaNd(SOs)2.H20 and
FeS04.(H20) co-precipitated by using 2M H>SO4 acid solution as shown in Fig. 6. Fe content in
Nd-compound after removal of Fe reduced from 1.19% to 0.14%. Successfully elimination of Fe by
selective dissolution of FeSO4.(H20) into acid solution was shown in Table 4 as observed Fe in acid
leached solution with increasing of Fe content in Fe-removal solution. XRD pattern of solid particles
after removal Fe from Nd-precipitates observed mainly of NaNd(SO4)2.H20 compound as shown in
Fig. 7. In addition, morphology of Nd-precipitates and Nd-compound after the removal Fe clearly
transformed are shown in Fig. 8.

Nd-precipitation Nd-compound

ot
Fig. 4. Nd-precipitates from leached solution at pH 0.6

Processed data Adust pHO 6_10-100 —

6.06+004{ Nd-compound
g
> 4.0e+004
:
<
2.0e+004-
0.06+000, IJ L iy lllLL‘LJ.J[l bt dils INUETE

NaNd(S0y)(H;0)

4 {
I | | | | i al L " L 5
Szomolnokite, syn, Fe S O4 (H2 O ), 01-074-1332
FeSO, (H,0)
I ‘]M I“[,\‘[” T A
20 40 60 80 100
2-theta (deg)

Fig. 5. XRD patterns of Nd-precipitates from leached solution at pH 0.6
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Eliminated-Fe from Nd-compound after
Nd-precipitates Fe-removal

Fig. 6. Eliminate Fe from Nd-precipitates by 2M H2SOs solution acid leaching for dissolved
FeS0a4.(H20) into the solution

Processad data N0 6) e Lench 10.10—
S0 Nd-compound after Fe-removal
§ 6.0e+004-
z
H
£ 4000004
2.0e+004 ‘
0.06+000, I l [ “lLLM ool o ki
SOMUMm neodyTinm b 101 1)) hyceate, NaNd (S O4 )2 (H2 O ), 01.076-2507
NaNd(SO,),.(H,0)
‘ |
| ‘ '\‘Li JL“' N
20 o & ) 100

2-theta (deg)

Fig. 7. XRD patterns of Nd-compound after Fe-removal

Table 4. Concentration of metals in Fe-removal solution analyzed by ICP-OES

Condition Elements Nd Pr Dy Co B Fe
Fe-removal solution mgL 751 178.70 3.80 19 15.92 1,297

Nd-precipitates Nd-compound after removed Fe
NaNd(S0,),.(H,0) +FeS0,.(H,0) NaNd(SO,),.(H,0)

Fig. 8. SEM micrographs of Nd-precipitates and Nd-compound after Fe-removal
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Summary

Hydrometallurgical process route applied in this study successfully to selective extraction of Nd
and REMs from NdFeB magnet scrap. Direct leaching process of magnet scraps allowed separating
undissolved Ni-coated metal from NdFeB metal alloy that dissolved into the leached solution.
Selective precipitation of Nd and REMs from the leached solution was controlled by the pH using
NaOH solution to achieve optimum condition at the pH value of 0.6. Nd-precipitates with low content
of Fe were obtained with this condition. Nd-precipitates composition was 26.50%Nd, 8.46%Pr,
1.19%Fe, 14.16%S and 38.29%0, which was in the form of the NaNd(SO4)2.H20 and FeSOa4.(H20)
co-precipitates. High purity Nd and REMs compounds were successfully obtained by the removal of
FeS0a4.(H20) using additional H2SO4 leaching step. The final composition was 26.36%Nd, 8.13%Pr,
0.14%Fe, 14.62%S and 38.29%0 in form of high purity NaNd(SO4)2.H20 compound.
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