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A method of producing solid lithium hexafluorophosphate (LiPFg) includes reacting lithium fluoride
(LiF) in solid form with gaseous phosphorous pentafluoride (PFs) in a liquid perhalogenated organic

compound that is non-reactive with, i.e. is inert to, the PFs, thereby producing LiPFgin solid form.



201942051

[ Z5BHEREHE ]
GEEEEAY N LR g BliE
EE GRS PRODUCTION OF LITHIUM

HEXAFLUOROPHOSPHATE

[Foitr<ris]

[0001] “ASEIAGEAR /N bisiiss ~ BlE - ASEIHR At —FEBlE
(bl < 70k o U HE i BRI AR RUE 2 N am LR RE s o AN
e —TERUEEARE 2 )77k » Al H AL B2 RE h7ARIE S EEEE - AR
Tt —faE A e — RIS & 2 7k

[FcRuisdin]

[0002] ERfERwm bl (LiPF) {FRsfir@&ithh 2 EFE -

[0003] LiPFsZ BHIB AR 2/ KEERRA T ZR(EBE AT A
KAEIRE /KR T ZHZ R 7 -

[0004) {3 AR SBUME 1 ABUELIPE o —RY RS A RUKBEZ A
e oY > 55 A0 0L OE $5 BN & W B2 1Y £ B $8 (tetraacetonitrilolithium
hexafluorophosphate ) - 3fi HiKf 26 & P8 (L R BB (b Z LiPF, o IEEIE g5F7 8 1%
LR - WA RERESFFRENET T Z s g DI T -
AN > FEMLIFER K PFSRASAE SRR FAL T Z SRUERTRUE 2/ w balfik VU 2 5 s 55
aYItETEaPHERZE (20C) &R 7 #F LIBUS S SIELIPF, -

[0005)] E{ERSMEp bR (B ) BN sE R G R b
EnEssEh o) o i HAE— b (R sh o) i s f S LY R LSRR AR ERY
NEbERR R oY) o @ EBER-PFER{EN L T R E Ry - HLIPFIEE A TEE

5 1H > # 13 HEVESHS)

FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

H it EEY R E KA 8 o KIEZER R 2B NG R S
VI AR AT A fe 2 AEER R HE

PZX; + CsHsNH" F(HF), — CsHsNH" PFq + H,Z + 3HX (ZRA)

PXs + CsHsNH" F(HF), — CsHsNH' PF, + SHX (ZAB)

Hrf

ZRyE BN 5 K

XFBREGR o

[0006] ZREAIEIFEHEsE R BB RE LY B LR L K B = K

iR < N bR EIEE o) 0 AT > (RE S HERR (R IH H AR - NERIE
AN

[0007) 5S3—FEfAR(EE AR LiPFe B 1AM R 7S R Bt
e S IER GG - AR sHFAEE T B2k B sV Bd S (LY < sk
T LE R LIPF M E s &) » Hon] 48— a1 DL BLE S & LiPE, © ek

I E 3 1 4
HPF6 + C5H5N — C5H5NPF6 ( /:i%fﬁC)
CsHsNHPF, + LiOH + CH;0H — LiPF4.CsHsN (F=D)

[0008) saZ AT AT < sl B iF T E o > DI e 5.2 LiPF#l
IKZEZRENE - ZITRBERLITEE | KEMENES LY LBk
T Z R EAMENE s IG R T2 o Nmbk BRI E RS < FE R BE70% o I H H 3RS
B (RGBS E R AE30C MEEN 7 22 HRZIB E VI E T 5571M96% 2 LiPF s
FEY) ©

[0009) el N A Ak o B g S5 B R R RELIPE s » 2411 - FERZ
&R TR R B DS TEEAMNA) B (FE40POLF, ~ PO, RHPOF ) =L
B o BLEZ SR AR S MR ES B AR A S mbls - H M HPFoA 522

AY

F2H 313 HEVREIFE)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

TRRPTEE £ 2 BRESSEE LR G o Rt - AT S 2 PR 2 B 48 A
ELRIAY o PREORALEE g S A (LY < T R E - DAREE AT e A0
Rl PF BT 2 BT (22T & -

[0010] HAUB(LERG R A R SR B N da b e BT S A AR 2 R
JE - LIHBINH,PF{E HE LB (DME) 2 [ RysE =1 SR < B
=

NH,PFg + LiHg — LiPFge + NHsg + Hag (%30E)

[o0011] fEsz(b22BRE S - EHEF 2D (HERE K EHEELE S
SHECArEE B (PIa01.2- “HE L) KIS BB - IWREREYZ
SHEY2DME LiPFs ~ SR ER © s SR RERIL A E— D #0BR B E
BB L& - 28 B GEE LS ERAVL B R Ry i S B VR

[0012] 5 yORBREE 18 - o] EREAE RN S AR E AR T TR

(BIANLIH ) BINH,PF 2 [8].2 S - 525 gV | < 2/0—F VA ER T
ZIEEIRR o A S Y ER VS R B DAE A8 E B IR
AEZHEREE 2 o EETEARIERE - AR 2 ORa R A RIEE T

BHE - BT S LAY BA S AR B EAEOHEL o« AR TN ERGTEEY

= bRER (FEANREE (R LES (ethylene carbonate : EC) ) {ERBIIER] > 4%
TR -

[0013] JRE[{EZK e (s FLIF RPCls& RN wmAbuEEESH - 28T - ez B
FEER T RER - BT IREESR  KHEYE (FEULICIEE £LiF ) AMRE
7KHF 1 > Z81% 8818 APCLs AR S AV 32T UR N & EhRRA S EE -

[0014]) HBUELIPFs S5—FE 7R R AT RN Be & B A~ KA T AR
i FIPCL ) HF - DREEEE (FEAMREE LBs ) R HAt AR RA AT EAPF SR 88 I T
BRI - & LR IEAE B AR » PFsRORH 2 R ER (E B—EPKEK -

F3H > H 13 HEVESHS)

FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

i AFES [ AHF » [N EHE#E— 0 g H 5| AZRYMNIHERENE -

[0015] &R RALIEN - R B {E R (LR Rl )7 AR A LiPF ERARRH
HYRRES T -

(i) Li'BE AR/ N A B R RIPF B 008 © R BB #2578 TR

FIEFLIPFoRAE ©

R o

[0016] fEAIEG/KIRAGRLIPF 2 B2 (5 f 2 7R R LIFEEPF SR 3%
LB IELIEERLIPE - B15% )7 AR BR Y S At B B E 5 LUd B A 2 HYPF SR
B R B RAEEIE R 2 LiPFs %£/099.9% 2 B4 EfEEE - HE AKEY 4
& (90-95%) -« fEZBUR AT - INMERUE Rl EY) 2 B EHLIF K LiHF, -

[0017] E{EutbHfr B M LA T V5 AS BLIPFEY) 2 401 © i ZiFHE
FITIERS < LiPFo B LIP R/ wbss B MU LR - HAp{EEZE R ER oy iz~ - 8
FEAIAIHILIPE ] -

[0018) NHIFEMfEiB By (b ik (Em b = m (LIRS e =
FRLiPFER © R LIPF s bl HoAth 5 7504 e JR A1 e A2 PF s B B HAR g Bl gl
[HELI RRLIPF B - s Bhse il AR BR(CER R IR /K o e A TR D) -

[0019] FEBEEN JE B P B LIPF s ~ RAS IR AR L T B RAVE SR
& o Bl $R AAEERS TEEDR (300°C ) N EABERRER (FEMIMEREsE ) SUE
LI i fmbse B2t > 2ATRAE150C N #E—2 Blam (b gk S e DUEISLIPE, » ILEURAE

THEHZFHL6K.7H
(NH4)2HPO4 + leO — 2LIPO'; + 4NH3 + 3H20 ( %:T:EF )
LlPO; + 6NH4F — LIPF6 + 6NH'; + 3H20 ( %:T:tG)

[0020] FEiZFEEESH AN BAAESR FIIEE K - BRI EE

F4H 13 HEYREIFTE)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

EHRATEEHT o WIL > PEEHR S EY) U A —EE 0 Bt LB B AL LU e
L ] Pl AR PR - e (e EER N EF R L =R - HIEFEHRA
(LR e A RIS > SRR ZARER GEUNARE - BER &
PAMERES ) ZREESE 77 - IRIEERZ Il o] i B = 4GS L LiPFs -

[0021] /K R SELIPFERARE R L BRI E e 200 T E H#GRAR K
BUERR - BHEREMPF SR Ae s (CLIFRAE E I Ke b E BIEEIME R - R
BN GELEFRFEE ZELPOF A Z ALY - WERAELYIRER 0 IE#
HF o> [NAEREREY) P R IE BB T2k -

[0022] EEUR > aJREHE23°C R T bk Bl SR Ae S T 2 4 PF R,
% > ARIPE SR A FRLIF R (i fe Jg i 2 A= LiPF A LB LIPE » & e { FRAS &
FE-196C TR mRARRIL - RROREZ TS 2£-80C - FRIAIE - (B
1T EEDRE /23°C » HLIPFEABRS - ROREE—FS T &S £150C LA
JESE MR EY) « IROMAERs - 10 HTEETSEAE10/NEF R 5e Rk A B EHs fE]
H RS -

[0023] “A890. 2 HEy{R 2/ DI EathkEs - 0 S/ MEND H 5 (e

®IEEHF -

[#IHANE]

GEEMGEETEED

-
i
AR

(& 5=\]

F5H 313 HEVREFE)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

[0024] MRIBAEIH ZF—FEEE - a8t —E5 SN FALuE g M
(LiPFs) Z 575 > #IJ7AEmAE R E P EREME (LiF) B 7 bk
(PFs) g - B MBEa2RblARILEY)  AR(LEY)NBIPFE -
RIBPEsZE 151 - I B & FAPEs A - i BiE 2 EEG (FIHAIFERLIR) 22
7 LiPFy -

[0025] AL > RIEGIERAE E T T -

[0026] a0 EFTit » LiPFo{RAE/RAR S E o DUERS P Z0ielis - At - R
AR VE A BRI 2 ERS P2 L LiPFe LB R ©

[0027] RENETHEREARIEEYRE - Hh2rbARLEY
Rt B RS 2R LA R(LEY) - Bl R ERIL A2 REARLEY4E
@ o

[0028] —EEZHEEH{LARILEY) RSV AERE T EE RS
MEEE - WEREVEEEAZEHE HEN - I EEESR - s " 2k
ARLEY ) RibEE SRS bAREEY REY) -

[0029] 2FUCLARICEYI R A R, -

[0030] FEAERBAE T » " £49/F (perhalogenated ) | {AHFEA S HE
FEMEE CARLEY e P KR FREEY) <A SR T B
REFEFE RimEEER bARIEEY - Bl HNAREEY 52
(CioHig) » HHIERNZPUEARILEY BERENT (CuFis) -

[0031] Z41 » "&b, L BilEZ AR

2R LARLEY A BEARLEY &P emb 2B - fEEEE R
T 2rtARteY e —REi T R/E

ERILAREEYA BEIMARIEEY) - f1d0 » HERIEERK -

R - EEL AR 2 BT RN SR B EN  BEARAE TR

K
oA
P

56 H - 313 HEVRIFE)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

fitas " 2970 ) 2R ZHELLEREEETRET -

[0032) FEfFfMERT » fEASH Y R TF » 2 {EAEEEY
FETRREL » ALY 2 LR E S 2 RCAR LG EHPF AEMR - B
NEAPFs[ZfE - A H R APEs 2 78 -

[0033] LiFR[E[E#E (FROENLGR) B - Bt - R EN g &R
E[E#E A LiF 2 5% -

[0034] PFso] 55 A%PF;

[0035] [AIt - (ELIFELRASPE S o] EE

TERBE /S TR ALLIF » FIANFSrHELIF 2 ERE s - B8O R
B K

KPF A RRAT & HLIF 2 REs T E - B0 - # R ERAS /) E PR ASPF %
fifg -

[0036] [EEHME {12 ERP A L LIFEREPF S ER LN —EafE
(i 2 ERS T 2 LIFBL R BSPF s B el - [ - (1 2 BR8P A LiFEL R A8 PF;
FZ & EfE & 2 BRI 3 2 LiF 2R RS /e B R B PE s A -

[0037] 40 RFritt » 2E{EARICEGEPEBIEMR - 52 - {EPF;
AR FLARLEGYEE(CERIEEF a2 EE L 2EREARLS
V)R EBAPF s JE -

[0038] FEA#HE—-FEEBENF 20 LARLCEY T HERLRE
& o gD 2E{EHER A BERIREGERIR R LR - BERAACE, - Hhxk
BEH1R10 528 yREEH4 220 2 B8 > SR RS is 2 m P s CF,
K CoF 142 CoF o JEBRIR 2 EALIR -

[0039] {EAFEHESZ—EEREHS - 2RCARLEY T H2EE

& e B> 2RIGEA BEETTRIEEY) > sEN/NEREEEE CoFs 2 C 0Pl

5 7H 313 HEVREIFTE)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

TiEAEEY) - BUE ONEEEE H CFBC Py  ERIAIE ©

[0040] HEAE - ERCARCEY A TE—F Bl > THEEHEH -
HA 7 3EF(A]RR-O-R' ©

[0041] [Nt - AE—@ERELT - 2R{EARLCEY A BEa kX -
@b A oy Bl ek [F BE 5 EBRIR Rk 2 @ ek o RIRAR R IRERIR = B
& DURHEARM 8 E & 2R EGY) - A5 2 > HalEE s RN 2wk
ey HREEIERR eI OREY) 0 SRR ERSAIE RS
V) ZEREHEIBRRERMIE ZREY) > DIRIRERLOE - JERIREE T
&~ Bk E@GE IR R EwsIE 2 UL EZREY) - TH > & bixH]
BEHE2HEZET  2FEFER - ANFEE - WELE - DURHARR Z8EE ZRE
Y o

[0042] 40 ERTak - ELIFEERRE 0 HRER T E S B A RLIPF 275
Fills - FEEds < LiPFe)R g EERG 2 - INIE > LiFEEPFs 2 [ 2 S e ik = [E 1S
o= Z LiF i B Ry 2 EIRG 2\ Z LiPF -

[0043] FEFEEFR T o i A RS 2 BRI 22 LiPF K 2 ERE 2\
ZARRIEZLFZEEY) > HESERETET -

[0044] &Z AR ELIE BRI T E P 2 ERE S 2\ 2 LiPF K 2 ERe
ZERIR S EZLIF (FIafsmP s (GEOEE) ) -

[0045] 1ER 2R RGP ZLiPFs & 2 EAG 20 Z AR R S Z LiF [A[uy
ZA& > #0774 ELERE 2 ERGE 2U L LiPF G B AL R IR LiPF e L AR > i A
ALIPFOAEIR ©

[0046] &% /7 ARISM ERTH Y 2 E#S A\ Z LiPF i 2 ERG 2 2R
[ fEZLiF 2R G BUELIPFGE IR AT Ry sl (E IEHR M HE A i B 2 ERE
.~ LiPFo ;. 2 E RS = 2 R R IE 2 LiF 2SR &Y) R [EULLIPF, « R » #2504

#

58 H - H 13 HEVEHS)

FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

AL A R BRI 20 2 LiPFs 2 75 e 22 [E1 86 1 20 2 LiPF e & 2 [EI8G TP
AR NIEZLIFZIEEY) » AT e - A 2B 2 ZLiPF 2 7aH
g RN EERRE A ZLIF ZEH -

[0047] MR ZEBERE A ZLPF LR Al Ry B E R > HEHNE
At PR A o Bl - TAEI A EE B bkEL R A - BREE(RAEE - bR
M~ A R RS o

[0048] & GEFEMANRKELERBIRFES2EEARES
VIgRaifAE T - AR BE BRI R LIFE (L A LIPE, -

[0049) &Z A EAAFALHMEEY) (PIANsERL ) 2 1B T#ET -

[0050] fz )t i) #0kPaZ: 3,000k Pasi & A 2 BA ST T H#EFT

[0051] 1T R 20 & (1S S A AH 73 & At A0AR ok (0 A S HE A 1B

i

[0052] ACSEDH 255 REAR AL (R AR B A ERrall 2 A SE 0 2 7R BE 2
E BRI LiPF, ©

[0053] IRIEASIH 2B =REHK - IR—MEBUSERRE 2 ik - ZTA
(SRR

IRIEARIASE — i 2 7 ARUE R BIRG2UZ LiPFs ¢ &

i 2 ERE 2\ L LiPF B ## A1 R LiPF s BRI -

[0054] MR ZEBERE A ZLPF L IER A B EaR > HEHRE
A e BIAD > AR 8 H iREE R LB - BREZANES - bREE I EE - AR R
Y o
[0055] ACSEIH Z BIURERRRAL (ff EIRIBASRIHE =Retk 2 RIS &

N = AN
/bR

U>

H
il

[0056] EAFE HANEA (CHEETEN) JEHE

FI9H > H 13 HEVEHHS)

FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

[0057] FRIBAZIA L FERREE » Rt —EE - HEEEAREALR
HREE—REfE 2 i ARLE 2 LiPF PG~ SR -

[0058) EEfRE o] RARIE AR IS =R < 7 ARS ~ BRY -

[0059) & o] Ry st -

[0060] FRIBAZA 2 H/GEE - R —EBUSE N 2 0k - % EAE
F

RIS =M 2 ) ABUEERE © K&
KA E EIE & -
[0061] o] Fy st -

=Yzl

[0062] ERAEHRF S5 LT B 0)E #E h i P oA %05 2 BAE ) -

BRI - AR B IR 2 B LI BB AL T LIV HIPF s 58 2 [~ SN

[0063] W —(ERESEIEEAI00E  RABRE 1 2 2% - BB R
fE ZR A< E 2 gl 5 Sigma-AldrichBAlpha- Aesar 2 LiF[&EI S5 K

[0064] 6OmURAS 2ESITIMAZR g+ - RILLIFMZE R HEZER

}

T ﬂk
mr

[0065] A&KESFEMEFERTIL B ERTMEZEER -
Tes S 5 BEPF s A LATAR K < 24K

[0066] KPFsFAS B HARMS | A2 BT - (i ELIFFIE R 8L

EXEE SVREA

[0067] KPFsEE A £ RIERS T EEET T » HAEHER (fL70 T 4R
PFSRASEE ) 38 00) -

[0068] f{ERMEHLEDIR -

[0069] FEMTEIRWR B RESS FREFRAE ~ PFsREAE - ANMETINE

F10H - 4 13 HEVERAS)

FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

[0070] ZAEfIESEY 2R RTFERT - AREUIRESTEE -
[0071) RAERJESAIFEA SRR K A SR as EOl B B8 -
[0072)] (EFERTHEAERRZE26:Y) > I A BT FRE
B h 2 [ERE =t R LiF R Z LiPFs 2 SR 4) o
[0073] #RIBIES A3 RE
LiF(s) + PFs (g) — LiPFs (s) (Z=1)
[0074) {35 F FH FALiPF, 2 & Bl HLIPF o fe oK 2 i 2 LiF 2 08 &%) 5 [FlUE
LiPF, o CEZZFILIFE L35 #890% » LiPF[OlUFR 2 %99% -
[0075] &EAVARIEEREL D 20 - BB RS - el —H s - —H
BB HAH G -
B2 - IR R L Ll BRI LR TLIFPF s i 2 [ 2 [N
[0076] Kt 2 EIRS 20 2 LiF o0 B AL KBS 42 38 B e B0 el & B {E CiF Ly )
CeF 1a £ CoFo0 Z JEERIR A LhRIRAE T
[0077] HREBRIEZXHEERIE -
[0078] [IEREHER-94CEI2T7C -
[0079) < JERE J7#0[& B0kPaZi3,000kPa » B (£ % %1,000kPa o
[0080] &K ATELE ~ 2 B HS P = L LiPFo& B AL F ALIPF 6.2 75 Bl
B > IR 2 %99%. 2 LIPFEIUHR » s0ATIE Stz 20 - kEE(HEs - ik
B s - H R e R[4 G -
B3 - 12 5 B EIAAE FLIEBIPE s 5 g8 2 [ <~ S IE
[0081] & EEHEH A LiF 53 BTSN EATALCoF o2 C o Fs#iEIN &
EETERELEYTE -
[0082] HRIBRIEZNIHAERIE -
[0083] [ZfE)mIE&uE A5 C21007TC -

11 H » 3 13 HEWE)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

[0084]) [ZJERR Jj#uE F0kPaZ3,000kPa » B {4 % 1,000kPa °

[0085) ERATEiE 2 2 @G P 20 ZLiPFeE B AL F IR LiPFs 2 75 T o
IRf o HIEER 2 %99% Z LiPF[ElWR - a2 AR B SBi i L0 - bRI (RS - bk
Bz s ~ AR SV G -

EHPH - i UGB AL FLIF EPE s e <~ fe] < SO fE

[0086] iRt ZEIRSH L ZLiF oy BiAE i Ae s LI/ H (CoFy) BiBEH
CsFBlCoF s iR A UG L& -

[0087] #RIZESJEFAIHAERIE -

[0088) S fEim/EulE f5-94°C £100C -

[0089]) [ZJERR J#uE F0kPaZ3,000kPa » B {4 % 1,000kPa °

[0090] 2 I Ff L i = 2 B B8 7 24 = LiPF 3% R A i HALIPF. 33 7] o

IRF - HIEER 22 %99% Z LiPF[alUR - a2 AR B StBe i LFs ~ ikBE N Es - bk
Bzl - AR ST IS -
BN

[0091] ASEIHSE— (MR 2 T ABEIEN: « JEEaRlt: - I ZiRAE
B > AR ERMERTHE (3% e MERYHE (%438 BR SHis 3% S JE 2 IR FE RV IR RS /1
H) o LIFRRLIF KPFs 2 FZJE

[0092] AL - A AEIHFR 7 EEEEAI H 22 25
HEVTHIRHF ZF % -

[0093] [t4h - ERHFEEMA B A IEEME R REN: - IEESE R
AERAE T E (A FE R -

[0094] BAZEIR VAR Z IR M EAERA < — SR T ¢

MHERPEFSRAE > HREMEY |

MERLIPFEY) > HRIEMEAY |

o

P EPNE N (o2

F12H - # 13 HEPHHAS)
FCP-060788

108111315 FHLYE A0202 1083206411-0



201942051

HRE S

HOBIRPFsRRS » (BB SN R b - miE S R4

A f € FFEPE SR A A B & LB Rl - LA (A Y HIE 4 R AR o R [ 770 B
BLHBFPE R © K

RS B -

[0095] [AIBL - AEFHH A S LiPFe 2 BUEHRMEE AW ST ~ A M KA F4E
AT - HHE SRRl 3R LA A - sz F3RE b 2 — e e A

ERELNED

513 H - 413 HEVERAS)

FCP-060788

108111315 FHLYE A0202 1083206411-0



20194 %%. 108111315
mmﬂlﬂll|||I|||||I|||||||II|||||||I|

201942051 [ Z£HH 55 )

[ 2R 441H ] NaJEERE S Bk
[ B~ 250H 4275 ) PRODUCTION OF LITHIUM

HEXAFLUOROPHOSPHATE

(3]

—HEBUEERG N wm (bl (LiPFs) 7% HEEERE R EARE
GYTEEERE A a8 b (LiF) BRiEasE b (PFs) g - AtkbE

VIRHIPE S e > RIEPE 2151 - {ein RS 2 ERe 2\ ZLiPF, -

€39

A method of producing solid lithium hexafluorophosphate (LiPFs) includes
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A method of producing solid lithium hexafluorophosphate (LiPFs) includes
reacting lithtum fluoride (LiF) in solid form with gaseous phosphorous pentafluoride
(PFs) in a liquid perhalogenated organic compound that is non-reactive with, i.e. is

inert to, the PFs, thereby producing LiPFg in solid form.
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