OXFORD

INSTRUMENTS

Vrazanus no npumenenuio 18 gpupmer Oxford Instruments:

HaOuroieHne M MOHHUTOPHMHI PA3JI0KEHUS IJEKTPOJIHUTA € IOMOIIbIO
HACcTOJbHOIO SIMP-cnnekrpomerpa

BBenenue

Jutuit-uonnsre (Li-ion) GaTapew cTald ITOBCEMECTHO MCIOIB30BATECS B IIOBCEAHEBHON JKHM3HH,
obecrieurBasi THTaHWE JUI IMUPOKOTO CIHEKTpa MPUMEHEHWH, HauyWHas OT MOOHMIBHBIX Tele(oHOB,
KOMITBIOTEPOB, JICKTPOUHCTPYMEHTOB M MEIUITMHCKHIX U3JICNINH, W 3aKaHYMBasl HAKOIUTEIISIMUA YHEPTHH,
JISKAIIUME B OCHOBE HOBBIX 3€JICHBIX TEXHOIIOTHH, TAKMX KaK 3JIEKTPOMOOHIIH U CONTHeuHbIe Tanenu. [1o
Mepe pOoCTa HCIOJL30BAHUS JUTUH-WOHHBIX Oarapedl BO3ZHMKAEeT HEOOXOJWMOCTh B ONTUMHU3AIMU HX
MPOU3BOAUTEIHLHOCTH M O0SCIICUCHUH HAJISKHOCTH B TCUCHUE JTUTEIHHOTO CPOKA CITYKOBI.

VW

AHO/J SJIEKTPOJIUT KATOJ

-
o<

PA3JEJIMTEJIb

Pucynok 1: Cxema nutuii-uonHoi 6arapeu, Ha KOTOPOU MOKa3aHbl OCHOBHbIE KOMIIOHEHTHI, BKITIOYas
aHOJ, KaToJl, Pa3IeJINTEIb U DJIEKTPOJINT.

DJEeKTPOJHUTHl JINTUH-UOHHBIX OaTapeil WMIparoT pEIIaollyl0 polb B HMX IPOH3BOAUTEIBHOCTH U
HaJIOKHOCTH, 00eCIIeunBasl Cpely, KOTOpasi MO3BOJISIET aHMOHAM M KaTHOHAM MEPEHOCUTD 3apsil MEKIY
JJIEKTPOAaMH, Kak TokazaHo Ha Puc. 1. DnekTponur oOOBIYHO COCTOMT W3 OPraHHUYECKHX
HHU3KOMOJICKYJISIPHBIX JKHJIKUX PAacTBOPHUTENICH, TaKMX Kak OJTHICHKapOOHAT / TUMeTHIKapOOHaT, B
COYETaHWH C HEOOJBIIMMH HOHHBIMH YacTHIIAMH, TakuMu kak Li* u rekcadropdocdar, [PFe]—.
CrnocoOHOCTB AIIEKTPOIIHUTA OBICTPO NIEpeIaBaTh 3apsi MEXKIY aHOJAOM U KaToJOM, a TaKkKe 00pa30BhIBATH
s dekruBHYI0 Mexk(pasHyw cpeay TBepaoro sjektponuta (SEI) Moxer HapymiaThCsi B pe3yjbTare
3arpsi3HEeHHsI, XMMHUUYECKOTO Pa3JIONKEHUs] WM TOTO W JAPYroro, YTO CHIKAET MOIIHOCTH Oarapew, CpoK
ciykObl M Mepbl Oe3omacHOCTH. [l03TOMY CTpOrMii KOHTpPOJb KayecTBa BO BpeMsl pa3pabOTKH M
NPOU3BOJICTBA MPOIYKIIUH SBIISETCS 0053aTCIBHBIM.



B To BpeMs Kak JUTHI-HOHHEIE OaTapew CHITpalin

BOXHYI0O pOJIb B TpaHchopManuu  Harmen
MOBCCIHEBHOM  JKM3HM, HacTojlbpHas  SIMP-
CIIEKTPOCKONUS TaKxKe 3amycTuia
PEBOJIIOIIMOHHBIE MPOLECCHI obecnieyeHUs

kadectBa u KoHTpoys kadectBa (OK/KK), cnenas
JaHHBIA METOA 00Jiee MPOCTHIM U AOCTYIHBIM IS
CTAaHAAPTHOTO aHaJM3a B JII000W mabopaTopuwu.
HacTonbhblii SIMP-cniektpoMeTp HMeeT
MHOXECTBO  BO3MOXKHBIX  MPUMEHEHWUH  is
00eCTIeYeHUs/KOHTPOIISL KauecTBa JUTHH-HOHHBIX
Oatapel, TIOCKOIBKY XOpOIIO pa3pelieHHbIC
CHEKTPBl HEOOJNBLINX OPraHUYEeCKUX MOJEKYT U
HWOHOB WJACANTBHO NOAXOIAT AN OBICTPOro H
ynobHoro anammsa. Ilo cpaBHeHMIO npyrumun
Oonee OrpaHWYCHHBIMA HACTONBHBIMH SIMP-
CHUCTEMaMH{, I[IUPOKOMOJOCHBI  HACTOJIBHBIN
AMP-cniektpometp cepun X-Pulse obecnieunBaeT
3HAYUTENBHBIE MPEUMYIIECTBA JJIsI PabOTBI C
ANEKTPOIUTAMHA Oarapeil. Onun
mupoKononocHelii  npubop  X-Pulse  moxer
aHaNU3upoBaTh TUNU4YHBIE siapa SAMP, takue kak
'H, ©F u ¥C, a taxxke MHOrMe apyrue sjupa, Kak
MPaBUIO UCIONb3YEMBIE B AJIEKTPOJINTAX, TaKHe
kak P ([PF]-), "B ([BF:]-), 'Li (Li+) u **Na
(Na*), uro nemaer ero Ype3BBIYAHHO IICHHBIM
HUHCTPYMCHTOM KakK [JIs1 KAYCCTBECHHOI'O, TaK U JJIAA
KOJIMYECTBEHHOTO aHalu3a B chepe MpOr3BOACTBA
aKKyMYJIITOPHBIX OaTapeit.

[IT1pOKONOIOCHBII HAaCTOJIbHBIN SIMP-
CIICKTPOMETP 0COOCHHO NONXOMUT  JUIsS
oOHapyKEeHHUS, WACHTU(UKAINN u

XapaKTEepUCTUKH NPUMECEH U MPOILYyKTOB pacrnaja.
SIMP-cnieKTpoMeTp MOXKET aHAIIM3UPOBATH CMECH,
He TpeOysl HIMTENIBHBIX 3TAllOB PA3JEJICHUs], YTO
3HAYUTENFHO YIPOIIAET TOYHOE H3MEpPEHHUE
CKOpPOCTH pacmaja U ONpejesieHHe BIUSIHUSA
npumecen Ha KpUTHYECKHUE CBOMCTBa
3JIEKTPOJINTA, TAKWE KaK CKOpPOCTh AUDDY3HUH.
[ITnpoKONOIOCHBII HAaCTOJIbHBIN SIMP-
CHEKTPOMETP oOecTieunBaeT ObICTPhIH U yI00HBIN
aHaJM3 MHOTHX s1ep, o0ecreunBasi BaXHYIO
nHpopMaLMIo, KOrAa M TrAe OHa Haubojee
HeoOxoauma.

OOHapy:KeHHe H MOHUTOPHMHI pacnajga

s onTUMU3auK TTPOU3BOIUTEILHOCTH OaTapen
pemaroiee  3HAYCHHE WMeEeT  obOecreucHue
YUCTOTHI  JIEKTpONIUTA. JIt0ObIE KOMIOHECHTHI
pacnaz[a MOFyT BBI3BATh 3HAYUTCIIBHBIC HpO6HeMBI
C HpOI/I3BOJII/ITeHI)HOCTI)IO, HAa4YUHasA OT CHUXXCHUA
MPOU3BOUTEIHHOCTH 3apsiia/paspsna,
COKpaIlleHHsT CPOKa CIYKObI M Jlake mpodieM ¢
0€3011aCHOCTBIO.

VYuuteiBas 1Ba MPEANOIOKUTETFHO HUACHTUYHBIX
o0pasma AJIeKTPOIUTa, KOTOPhIe AEMOHCTPUPYIOT
pa3nuuYHbIe paboune XapaKTePUCTUKH, MPOCTHIC
onHomepHele (1D) cmektpsr SIMP  moryt
OTIPEETATh TPUPOAY pa3Iuyuii M O0O0eCHeunuTh
OBICTPBIA W TOYHBIH METON KOHTPOJISA IS
MIPEAOTBPAIICHUS OTKIOHEHUH OT crieInUKaITHii.

Ha Puc. 2 moka3aHel CHOEKTpPBl ABYX TaKHX
obpasuos Li [PF®] B cmecm pactsopureneii
STUIAMETUIKapOOHaTa W 3TWUICHKapOOHaTa.
[lockonpky BOIOpOA ABISETCS UYPE3BBIUANHO
paclpoCTpaHEHHBIM 3JEMEHTOM M o0nagaer
CaMOM BBICOKOM YyBCTBUTEIBHOCTBIO K fMP,
crangapTHeIi ogHomepusii (1D) *H SIMP cnektp
4acTo SBIAETCS OTNpaBHOM Toukod myst SIMP-
ananm3a. Kak BumHo Ha Puc. 2A, ciekTpsl 000uX
00pa3loB MIEHTHYHBI, YTO TOBOPUT O TOM, YTO
CMECh OPraHMYECKHX pacTBOPHUTEIEW BpsAA I
MOKET OBITh IPUYMHOM.

Pucynok 2:

(A) SIMP-ananus3 >nexrponutos. CtanaapTabii *H
1D SAIMP cnekTp xopomiero odpasia (opaHKeBbIii)
U TIOJIO3PUTENILHOTO 00Opasiia (CUHUI) HE MMEIOT
paznuyuil.

(B) F 1D SIMP cnektp Xopomero oopasua
(opamKeBBIM) ¥ TOJO3PUTEIILHOTO  00Opasia
(cuHMit) UMeeT Ba YeTKHUX TOTIOTHUTEIHHBIX MTHKA
B MTOJIO3PHUTEIHHOM 00pasIie.
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Hanpotus, kak mokasaHo Ha Puc. 2B, F SIMP
CHEKTPbl HMMEIOT JAPYTYI0 KapTUHY B HMOHHBIX
Bugax. Crektp xopoiero ooOpasua (KpacHBIi)
COJEPKHUT TOJILKO OJIVH nyoner,
COOTBETCTBYIOIINH KaK XUMUYIECKOMY CIIBUTY, TaK
1 KOHCTaHTe J-CBSI3M, 10 OKHUIAEMBIX IHKOB IS
¢ropa B [PFs]— anmone. OngHako criekTp oOpasia
CO CHIKCHHOW TIPOM3BOIUTEIBHOCTHIO (CHHIM)
nokasbiBaet [PFg]— myOmer, a BTOpoid, MEeHBIIHI
nyOJeT, yKa3plBaeT Ha HaJIMYMe BTOPOCTEIIEHHOTO
KOMIIOHEHTa. OJTOT JyOner ObUT MPHCBOCH
XUMUYECKUM CIABUIOM W KOHCTaHTOU J-cBsizu
mudropdochopHoit KHUCIIOTE, OPF2(OH),
0OBIYHBIN TpoaYKT pacnana [PFs]— B mpucyrcTBrn

Bomel. Cmektpel Ha  Pmc. 2B Takke
JEMOHCTPHPYIOT CHocoOHOCTh Meroma SIMP
0oOHapyXKHBATh HEOOJIbIITHE KOJIMYECTBA

MPOAYKTOB pacmaia; B 3TOM cly4ae MOISPHOE
cootHomenne OPF2(OH) k [PFs]— cocraBmser
0,6%.

Jpyrum mpoaykroM peaknmm Tuuapoinsa [PFe]l—
1o OPF(OH); sensetrcs LiF, koTopsrit oTaemsieTcst
Oomnee uem Ha 120 ppm ("acTeld HA MIJIIMOH) OT
nuka HwkHero mons [PFs]— nybOnera. B
HEKOTOpPBIX ciydasx coekrpomerpy SMP ¢
BBICOKHM TI0JIEM MOKET OBITH CIIOKHO OOECTIEUUTh
paBHOMEPHOE BO30YKJCHHE MUKOB, Pa3JICICHHBIX
COTHAMH PPM, C HCIIOIB30BAaHUEM CTaHIAPTHBIX
mapameTpoB. OpHako, u3-3a Oojlee HHU3KOU
HalnpsDKEHHOCTH oyt HactosnbHoro  SIMP-
CIICKTPOMETpa, a Takke u3-3a Toro, uro X-Pulse
UMeeT perynupyeMyro HACTPOHNKY u
BBIPaBHUBaHUE, JKCIICPUMEHT, MPOBEACHHBIN CO
CTaH/IApPTHBIMH ITapaMeTPaMK, MOXKET 00SCIICUUTh
paBHOMEpHBIE W TOYHBIE DPE3YyJbTaTHl B OYEHBb
IIIPOKOM JIHAla30He XHMHUYECKHUX CIBUTOB B
OJIHOM CIIEKTpE.

Ha Puc. 3 noka3aHnsl Bce TP KOMIIOHEHTA B OTHOM
F X-Pulse cnekrpe. Ilpucyrcteue LiF B cmecu

HO,HTBep)K[[aCT KaK Ha3HAa4YCHUC, TaK nu
IpeaiaracMblii MEXaHH3M paciajia.
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Pucynok 3: Bonee mmpokuii nuanaszon °F 1D SIMP cnekTpa I003pUTENRHOr0 00pasia IOKa3hIBaeT
JIOTIOJTHUTENBHBIN MUK TIPU MCIIOIB30BAHUH MPUOIH3UTENLHOTO 3HAUeHUs -189 ppm. [luku ObuTH 3a1aHBI
XUMHYECKUM CIBUTOM U KOHCTaHTaMH J-CBS3H.



MOHHMTOPHHT CKOPOCTH pacnaaa

I[MomMumo wuaCHTH(GHKAIIMKM M  KOJIMYSCTBCHHOMN
OIICHKH MPOJYKTOB pacmlaja, euie OJHUM BaKHBIM
(hakTOpOM B KOHTPOJIC KadyeCcTBa JJICKTPOJIUTA
JIUTAR-NOHHBIX OaTtapell SBISIETCS CKOPOCTh, C
KOTOpPOM 0O0pa3yroTCs 3TH MPOIYKTHl pacmaja.

Hacronbnslit SMP-cniektpomeTp MOXET
OPEeNOCTaBIATh 3Ty  HHQOpMAIMI0O  IyTeM
MOHHWTOPHHTA pPEaKIHH  pa3loXKEHHs  4epes

MPOTOYHYIO KIOBETy WJIM B OJHOW MpoOOHpKe,
coJiep)Kallell peakMOHHYIO CMECh.

Ha Puc. 4 mokazan HabOp CIIEKTPOB, MOTyIEHHBIX
B TeyeHme 3 yacoB, oOpasua Li[PFs] B
OpPTaHHYECKOM DJJIEKTpouTe C Jo0aBiIeHUEM
OJIHOM KaIljiy BOAbl. Peaknysg HayanbHOrO COCTaBa
MIPOTEKAET OYCHb OBICTPO, KaK MoKa3aHo Ha Puc. 4,
Onmaromapsi OBICTPOMY YMEHBIIEHHIO HHTETpaia
[PFe]— muka B Teduenue nepBbix 30 MUHYT.

IlyreM HHTErpupOBaHUsS CIEKTPAIBHBIX IHKOB,
TOJTy4YEHHBIX B CEPUU BPEMEHHBIX psaios u3 °F 1D
SIMP 3KCnIepUMEHTOB, CKOPOCTh YBEIUYECHUS WU
YMEHBIIECHUS OTICNBHBIX KOMIIOHEHTOB MOYHO
ONpPEACNINTb, MOCKOJBKY IuIOWaap nuka MP
MpsIMO  TIPOTIOPLIMOHANIbHA  KOJIMYECTBY  SAIED,
00pa3yomux 3TOT MHK.

B ycnopusix HUOKP xenaTenbHbIME MOTYT OBITh
pacyeT  KOHCTaHThI ~ CKOPOCTH M Jaxe
TEPMOJMHAMUYECKUE TapaMeTpbl 10 JaHHBIM
SAMP. Ho mns oGecrniedeHUs/KOHTPOIIS KavecTBa,
KaK MpaBmMIIo, O0jee BaXKHO 3HATH, IPUCYTCTBYIOT
JIM TIPOAYKTHI paclafa ¥ B KaKUX KOJIMYECTBAX,
KOTOpBIE MOYKHO JIETKO OMPEIEIHUTH C ITOMOIIBIO
MPOCTOTO KOHTpoJisi M uHTerpauuu 1D SAMP
CIIEKTPOB.

IIpu JlanbHENIIeM aHaiuse
00€eCTICUeHUS/KOHTPOIII KadeCcTBAa BO3MOXKHOCTH
MOHHTOPUHTa MOTYT PACUIUPATHCA C IMOMOIIBIO
MPOTOYHOW KEOBETHI JJIs1 TPEOCTABICHUS JTAHHBIX
B pEXUME pealbHOro BpeMeHu. Kpome Toro, mis

HEKOTOPBIX AJIEKTPOIUTOB, HaIpuMep,
WCTIONB3YIOMIMX aHMOHBI HA OCHOBE OOpa, MOTYT
moTpedOBaTHC JIOTIOJTHUTEIFHBIC smpa,

oCcTymHbIE B ImupokomonocHoM X-Pulse, mms
IpPEOCTAaBICHUS. JIaHHBIX C II€JbI0  IIOJHOTO
ompezeieHUs BCEX MPOAYKTOB pacmaja H
CKOPOCTH PEaKIIUH.
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I __ = mostoBuHa xy6ireta OPF(OH),
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Pucynok 4: Cinoxennsiii rpadguk °F 1D cnexTpoB, MOMyYEHHBIX B TEYEHHUE 3 YACOB C €TI0 MOHUTOPUHTA
MPOrPECCUPOBAHUS PEAKLIUH PA3I0KEHUsI, U IpapMK COOTBETCTBYIOIINX HHTETPAJIOB CHEKTPAILHBIX TUKOB
C TEUEHHEM BPEMEHH.



Orlpezle.ne}me BJINSAHUSA Ha cBoiicTBa

JJIEKTPOJIUTA

B nomonHeHnne k 00pa3oBaHUIO HEKENATENBHBIX U
MOTEHIIHATBHO OTIACHBIX COCAMHEHHIH,
pas3pylIeHHe 3JIEKTPOINTA TAK)KE MOXKET ITOBIIUATH
Ha OOI[yI0 TPOM3BOAWUTENHLHOCTh Oartapen. B
pe3ynbTarte, Kak TOJBKO OyIyT MOJY4eHO
MOATBEP)KACHUE HAJW4Yus IPOILYKTOB pacmaja,
ClleAyeT  MpOAHAIU3UPOBATh  BIMSIHWE  HA
MPOU3BOJUTEIBHOCTb. OKcrepuMeHT c
HUMITYJIbCHBIM TIOJIEM TpaJdeHTa CIIMHOBOTO HXa
(PGSE), xotopeiii 0Oonee moapoOHO oOIMCaH B
VkazaHusx no npumeHenuro 16 ¢upmer Oxford
Instruments: «MHorosiaepHblii HacTonbHbINH MP-
CIEKTPOMETp Ml Ppa3pabdOTKH  3JIEKTPOIHUTA,
MOKET HCIOJb30BaTbCs Ul IPENOCTABICHUS
uHpopMaun O  OUPPY3uM  KOMIIOHEHTOB
JNEKTPONINTA, a TaKXKe I pacueTa HOHHOU
MIPOBOJMMOCTH H YHCJIa IEpeHoca.

1.0

0.0

-2.0 .

In (1/15)

-3.0

-4.0

Cuextpsr PGSE 0Opun monmydens! At oOpasia Ha
Puc. 4 - nmo (cunmit) m mocne (OpaH)KEBBIN)
BozaeicTBua H>O. ITockonbKy HWKHUE (JIEBBIi)
UK ayonera rekcadropdocdara ObUT MOTHOCTHIO
OTIENeH OT BCEX APYTHMX BHUIOB, MOJYYECHHBIX B
XO0Jle IKCIEPHUMEHTa, OH OBl HMHTETPUPOBaH M
otobpaxancs Ha rpadpuke Creiickana u TanHepa
Ha Puc. 5. Koopdumment muddysnn BemecTBa
SBJSIETCS. OTPULIATENIFHBIM OT HAKJIOHA JIMHUM Ha
rpapuke Creiickana u Tannepa. M3MmeHenue
HaKJIOHA nocie peakuuu Ppas3oKeHHs,
KOJIMYECTBEHHO ITOKA3aHHOE Ha BCTaBKe Ha Puc. 5,
SBHO TOJATBEPKIACT 3HAYUTEILHOE BIMSHUE Ha
CBOMCTBa 3JIeKTpoiuTa. M3MeHeHue CKOpoCTei
camomuddy3nn OymeT BIAMATh KaKk Ha HOHHYIO
IPOBOJMMOCTb, TaK M Ha IEPEHOC KaTHOHOB,
MOJYEPKUBas BAXKHOCTh IOHUMAHHUS COCTOSHUS U
NPEIOTBPAILIECHUS PA3I0KEHHS IIEKTPOIIUTA.

OGpaszen D (m?/c)
Ilo 571 x 10%°
Tlocie 9.15x 101

y =-0.5707x + 0.0098

y =-0.9147x - 0.1049

-5.0

-6.0

0.0 1.0 2.0 3.0

4.0 5.0 6.0 7.0 8.0

{v?86*G*(A-6/3)}/ %10 ms'

Pucynok 5: I'papuk unrerpanos Creiickana u Tannepa us cepuu criektpos °F PGSE SIMP o6pasua u3
Puc. 4. Cunue kpyru u juaus (R?=1.000) B3ATBI U3 CIEKTPOB, MOMYyYEHHBIX 10 Bozaeiicteus H20, B TO
BpeMsI Kak opamxeBble Kpyrd 1 TuHus (R2=0.998) B3s1TbI U3 CIEKTPOB, NOIY4YEeHHBIX Yyepe3 40 MUHYT nociie
BozzaeiictBus H,O. Beraska: koadduiments camoanddysuu, paccuuTaHHbIE 11 00pa3iia 2JIEKTPOIUTA C
rpaduka Creiickana u TaHHepa 10 1 MOCTIE BO3IEHCTBHS BOBI.



BriBoa

Hactonbnbiiit AMP-cniektpoMeTp cepun X-
Pulse OBICTPO W TOYHO KOHTPOJHPYET,
U3MEpPAET U XapaKTEpPU3yeT IPOLYKTHI
pacmana JIUNTUA-UOHHBIX OaTapeid.
BeicTpbIX, mpocTBIX M cTaHAapTHBIX 1D
SAMP cnexTpoB 4acTo ObIBae€T JOCTATOYHO
IUTST OCHTH(OUKAAA M KOJIHYECTBEHHOMN
OILIEHKH MPOIYKTOB pacrhaja.

Kpome Toro, X-Pulse MoxkeT oTciaeXKuBaTh
peaxkiuu pacraja, MO3BOJSS ONPEAEISATh
CKOPOCTb pacraja, IpeJoCTaBiIsisl BaKHYIO
UHGOPMAITUIO O CTAOUIIBHOCTH CUCTEMBI.

Takxe, oskcnepument PGSE  moxer
UCIIOJIb30BaThCA UL OIlpeIeNIEeHUs
BJIMSIHUS PEAKLUH pacraga Ha KpUTUIECKUe
CBOMCTBA AJIEKTPOIUTA.

Mmuorosinepabie  Bo3MokHOCTH — X-Pulse
TaKKe 00ECTIEUMBAIOT aHATN3 HECKOJIBKUX
KOMIIOHEHTOB  JJIEKTPOJINTA,  IIO3BOJISS
cobupars naunsie *H, 'Li, 1'B, °C, °F, #*Na
u 3P Ha ogHOM IIpUGOpE.

IIupokononocHbIii HACTONbHBIH SAMP-
CIEKTPOMETP cepuu X-Pulse
o0ecnieyuBaeT MPOCTOi M OBICTPBIN
aHAIU3  YVIEKTPOJIMTa B JIH00Oi
Jabdoparopun.

ABPOPA

TEXHONOTUM WIMEPEHWH

00O «Aspopa»
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Internet: www.avrora-test.ru
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