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B ~D NMR (Nuclear Magnetic Resonance) DJGHIZREMN TH 5, NMR TEAIEZ & &
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EERSECIEIL VBT L BRI H D . HEEE LR CTH S, NMR OMENR L L CELMLYS
LAV ORERIT O QM) S XIZ EEETH 5 L 135 2 a0, EEMEEERICNT 2 NMR 07 7o
—F T EMmAE, BERER L REERE OMEMIT R SICAEMITH S, L Lad s, MEEiT izER
LFDOHLT —~TH 5 4 F AMRHEEITH L THEENICH S L, 44 v O IR A + v (58
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WmEh TR,

NMR CHBERR BT Z 3 2 L IFBRIC 1950 FR2 5/ b T 7z, BROHA ORI AN 72 1g
BRERET 2 a4V EHREL T, ILHORR%ZHE T % Steady-state Field Gradient 3% (SFG %) TH
R, ALF O ETCEEL AL 572, A A NMR ERE KL, & 5 ICEXE CD Magnetic
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1995 £ 22555 NMR A —H —MLEGHIE D729 D PFG-7u — 7 L W5 AR EMBRZZEL -0
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P NICHER D NMR 28 % 5 541213 FCoupling IC X 3 2227 P AMDHEBH LN D,
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Figure 1. The Energy level for a nuclus of | = 3/2 having axial symmetry and estimated spectral patterns. vo = wo/2x.
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M EARE LR LAGP (LijsAlisGeis(POs)s) @ "LINMR OBUHIZ =27 kU3 BE & FHEIL CTW 3 0
T Fig. 2 12739, LAGP TIZERNDH A + LHNIRY 4 F 235 2 Z LB ImEINT W5, B4 b
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Figure 2. "Li-NMR spectrum of Liy sAlosGe1s(PO4)s (LAGP) at room temperature. The spacing of slplit lines between
the center and sattelite lines were 11.8 kHz (the eqQ coupling constant : C,=48 kHz) at 30° [5].

LATP (Lii3AlosTi17(PO4)3) D Li A2 b ATIHIRE EFH & L DICHT I 4 F DR RIEH)IEH 5[6,7],
R7p o B KiED LisAlsGers(POy)s TlREIRA CHEFE LD ARBOIL2 Y TR >R ([8], —77
LioSnP,S1; Tld eqQ ZUEILIRE FHF & & B Ic/hE %2 2[9], 2O DFITRLE XS IC eqQ FEiATE
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u=yhl/ 2z (7)
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BLE, BTMICE 2 E, BAYVEBTER I R2200 40X -1~ (Iz=+41/2) iCHH#HL
Boltzmann {EHNCHE > TR T 5, TOTAFLF—7E

AE=yhBo/2n (8)

AT 2 @I vo GLIBREBED 2T 2 L, 2AALF—WIND B E 2, dHGHEICE 2 ZBCPER
BTk, IEMROBAE — A v M REHES T (-7 ) i 5 () o TRY) o Z off, BAE—
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TR ERE O @B (RF L R) % x-iilifime S BE 3 % &, Euhigs (Effective field) By i3 x il
HENC 2 DT, xE DV ICKAEHABHIB I ., y WTHICENSE £ TZ 90° S LR v, Z Ok
BehEE % 900 v R (us HAZ) &9, -z EliF ANl 2 RE o L 2 % 1800 L& (90° 2L 2D 2
DR L d, FEBEREIZOXTcE 2 oNnD,

Vo= yBo/21 9)

. BERMERE ¢ (EREEE OEES) Ickfld 2, 2oXix NMR HIE L CcEHEL Z L 2EKT 5,
RF WS @ (90° & 1800,V R) @ R v v %8 % Fig.3 ICH R ICRT,
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Figure 3. Flips of magnetic moment under the influence of static magnetic field (Bo) in the z-direction. The resonance
frequency (RF) field (B1) applied in the x-direction. The magnetic moment flips to y- or -z directions by 90° or 180°
pulses, respectively.

2 THEALFIICEE L JFH T C NMR AIE DS ATRE RS HE D ¥ 7 A — 2 D —FiFK % Table 1 iIT/R 7,

(1) WG E < i, SLIa s (B EL. RF ) v i3 K& %, WEGHEA 9.4 T/m DI
TH 40 803 400 MHz TH %,

(2) HEREFEEARELL ANEKA Y VIO Z AL F—E1XKE {72 Y, Boltzmann A DT A X
(75D T, TALE—WINE (V7 FVEE) K&k b,

(3) WHWEREEL TV 2R, BHED v 2FFOKEOIEEEEIL R R 2, WABERH I IEETR
HOFHETHETH Y, KUMRTFE—X Y FDOKRE T °Li, "Li, "B, ®Na 7 & O PR O HiiE
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Table 1. Basic properties of important nuclei for NMR

Nuclei Spin | Resonance Gyromagnetic Natural Quadrupole moment Q
Frequency ratio y Abundance Millibarn(10-3m?)
MHz 1087171

H 1/2 400.0* 2.67522 99.985 -

2H 1 61.4 0.410663 0.015 2.8

5Li 1 7.4 0.39371 7.42 -0.808

Li 3/2 155.45 1.03977 92.58 -40.1

B 3 42.97 0.287 19.78 84.6

B 3/2 128.28 0.85847 80.22 40.6

Bc 1/2 100.58 0.6726 111 -

PF 1/2 376.31 25181 100 -

®Cl 3/2 39.19 0.2624 75.5 -8.165

81Br 3/2 108.03 0.725 49.46 270

s1p 1/2 161.92 1.08394 100 -

Na 3/2 105.9 0.7076 100 104

¥K 3/2 18.64 0.12991 93.1 59

8Rb 3/2 130.9 0.8786 27.85 13.35
133Cs 712 52.46 0.3533 100 -0.343

2TAl 5/2 104.22 0.69763 100 146.6

28 -1/2 79.47 -0.53190 4.7

¥ A X% Wi < 7 o BN B8 E 4A00MHz+ % kHz ICEE ST T 5,
2.2 E\CPH L AR

—ERE CHIES ORI L NIRRT — A ¥ MIBCHEIREEIC o T 3B L LCEiEED 3 2 L icd
3, TANLF—EAE DRETCHHFT IR VEDOE NN IZELY = VANICHEZ 1T

N/No ~ @-AE/KT (10)

L7 0 FERREECH B, 1=1/2 (L, =1/2 L-1/2) ® 'H KOBE, -8l OIS TIICEST 2 2 v v
(I=+1/2, lo>) DEDIH -z WK 2 2 Y ([=-1/2, p>) DL Y%, BFEHEIET 5,
IERTHNIETH A v d 2 87 AHCEE R LT %, SMB2 5 o =4 v F —fitig, RF 5 EL LB H N0
IEECPETIRAE XL 3 %, BVPERRABICER 2 2 & %8 (Relaxation) &\ 5, FHICET 2DIC2 DD
Tue 205 Y, F OB EHIER & v,
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2.3 MERAERE (R vy —k& 7 EAFFR], spin-lattice relaxation time) T,

KA Y BN CECFARRIEICE L Tv» 2 REA SHPERIRD X 5, LBREEKOEEE (RF ) %

HNE 2 A Y RRBIAAF—ZWINL T, TOL_ADE EDLRANERA Y V258 L TRk iE

FOQIAAF -2 B, FHPRE~E B 7201 32 ¥ v BB O AMEE (M1~ {7 R B < [a] i

B 7z E@ﬁnx_iﬂ)“\lzx NFEF—ZRETIVLERDY, 2O 0 APBAY YV -FETHEM HEER. 2z iy

B DOFER) THY, ZD7-» OIS spin-lattice relaxation time, T, T®» %, #H]1% 1800 %L 2 % B L T,
[1{8 3~ % 8F2 % HI%E 3 % (Inversion-recovery method), HHERTD A v v O#) % % Fig.d IC/R T,

180° 90°
FID
z (Bo) z(Bo) z(Bo) z (Bo) z (Bo)
x(B) _ /
-z (180°)

Figure 4. Behavior of the nuclear spins after applying a 180°pulse from the x-axis, where the nuclear spins were
originally aligned to B.. The RF pulse irradiation generates transiently an effective magnetic field in the x-axis direction

during the irradiation time. The relaxation along the vertical axis is shown.

T, DEMBEREIC O W TIREWIFFEEDES 235 H . BPP U (Bloembergen-Purcell- Pound) T##r3 2 o
B TH 5, FEL Wt & FEER BT T EE AR 1IR3,

2.4 FEEFIRERE (R vy — 2 v VFEMIFEE,  spin-spin relaxation time) T

EEROEA L YD NMR ZHIE T 255 ICIEHR—DOBKA Y v ZHET 2D IT Tl v, SO A V7
L, ACYHTZAANF —DR VIR BFET 2, ALY RONETO T A ¥ —MHEIER DR % 2
vy — A VUM (ERERD & v, SRR % spin-spin relaxation time, T, TH T, At v RN OIS
H—ThbhiIWAREe— AV FOEIIZZ A>T 5DT, R 1:°‘/FEJ®J‘-Z\/»¥—®"€DHS(D I IR 2% 2
23 (Ty BEV) . NEHEAAE A vEORMICEILLES 255613, A VEloz i
—hisr & Bz cfrbi s (Te238 ) Eﬂu(ﬁﬂi90°»\ﬂ/z%lﬂ§§]‘bf\ xy VI Tk 25 g
TERAEYEPFHEIREICGEST 2T rERTHY, Ta—v 7 FArTHRET 5, Hlhnoxvv-T
a—i% (Spin-Echo) &I T3
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DT EICEE Y ¢ KR =2 — (Echo) BT %, D 90° 7 -180°- 7 -Echo & \» ) 71+ X%
Hahn @ spin-echo k(A vz a—ik) &IN5, RO T &1, RF 52 x filgms o B < 3 B
ﬁ?ﬂﬁéz‘%@ﬁrﬁ W xTH B, A VI x WY ICaE#EE 2 L <, y 7RI (900050 =), RS A

Hbde, AE VI z BT MOEISE DY OFEER 235, ZOFf, FEREESR (LI RF Ko JH
ﬁﬁﬁZ%HDCﬁ%L@)Tﬁ@?%E\W$EL@&XE7iﬂ7”7uﬁ@\@&umﬁéoTﬁ
W%meﬁﬁ# 1m°ﬂ»x%%%¢5&xy¥ﬁiﬁﬁféoz%ﬂ0@®ﬁitﬁﬁﬁ#o#xe

W N R IR EET) 2 T 5, B o7z A VI ANIGE W EHE T EEE 2 L C v BRI IR
Lfl:—%%ﬁﬁéoxszﬁ%L@@LE#mofwnulz—iﬁ%(&%Cniﬁw)ﬁ‘
REEE DR CORE, Ta—3/NELhd (T, i3MEy) , Filr 2 X7 x -2t L Cza—-v 7
DFFE%EZ 7 vy P T EABMITE 3, WARKETHNIEE, T & Tol3LwEz b 225, Hic T, D
BT, L0 bR,

90° 180°

Rotating frame

90° pulse Echo Signal

180° pulse

Figure 5. By the irradiation of 90° RF pulse from the x-axis, the spins in the z-axis flip to the y-axis. By observing in
the frame rotating at RF frequency, the spins are spread out in the x-y plane due to the spin-spin interaction. After time
interval t, 180° RF pulse is irradiated from the x-axis direction. The x-y plane rotates around the x-axis. The direction

of precession is reversed, and an echo signal is formed after time t.

Ty & T, DMIETTE. FFIC T, ORETTE FILHAIE & B ICBR T 2 o ckib 3 5., T DEAEEIC O W

TR 7 & NCHE 7 — X EITIC B3 2 % K OBRIE LRI BFERIN T2, T, OREHNIBEREIC
DWW CIFHIEEEER © T AR/ MEZ R4 4 vV IREPEERE CIEHEms & 3 HERTH 5 (1§
1 #ATIELW), Ty & T, Dffiix PFG-NMR OMIERFEZRD 2 72D ICARAI R AHERTH 5, [EiF
NMR © Ty & b bEEVES) 2 8LA13 2 Ty, (BlEzEEEER OMEEMFRE) 1 IRHOIE S8 1 3B 5 L 7
WDTZ ZTIEERL v,
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3. NMR & 7" F L OHIE

5 OPLBOIIE NMR 3813 Tecmag 1D Apollo = Y —L & NTNMR (2003 4 A) <H Y. H 2
200(270)MHz @ SCM(4.7(6.3) 7 2 7 ) CHlliE L Tw» %, Apollo-NTNMR (3 ECX(ECZ)> YV — X X b (3—
ARG WEEECTH 228, BT T2 2 & D7 { %7 Pulse-Program # B 5 ICE T 2D CEFIZIEHL.
IEBCHIERIfR D FFE 12 T Apollo-NTNMR Tfro7z, AR 7077 LMIEETH 5, 7 — X UHIX
text-data % download L T Origin-soft T{T > 7z, ILBCHIE O 7= JEOL t#ld PFG 7'v — 7 L &R
(50A) (2004 fﬁﬁ%)\) Ewd vy b Tz, BB E AL 2017 fﬁ BIIRRIET 2 b LB
> T E % BHZ%. B @ JEOL # 400MHz ® NMR @& (ECX400) I @&#; PFG-7'n— 7 L &%
ffExe 3 afbxf% 720 BURKFOFHEEZHZIZD 400MHz © SCM I 2020 4£ 2 Hico L - T —
Vo Ty Y — (R o FE 2L GREBERENKRFAER) 20 JEOL #o NMR =2 v Y —nv
(ECZ400S) ZHEA L 72, AR E O T, IEEIIE IC DO W T X = 2 L ELY v FiHE 2 TR
?@%’iﬂ:?@#éé A NMR-PFG I X 2 ILERHIES TE 2 X S ik Lz, & 2 T3 HlIER D
BB AR EZ%E D ECZ400S/L1 THIE L 72 b D % HHEIC L T ECX-400 DR b AR TN TV B
i 72 ARE I3 Apollo-NTNMR THIE, #iXft L7277 —42b% < &N TWw%, Apollo-NTNMR ¢ ECX

(ECZ) DK% 7=t 1x ECX (ECZ) »3@E®E ADC 12 X > TKE®D NMR 7 — 2 #H VA% S/N %% 1T
3= ICBUELEE % L T\ % 2 & TdH % (Digital Filter), % D 7' vt I X o CTEAEDILHEGHIE T Apollo-
NTNMR CHUHIT % 2&8JE0 2R I1Z ECX (ECZ) TIIBMTE v, X ToD NMR K& [F— DR
RE522 3R vwoT, MEwRXICIE NMR EB OB MHETH 5,

NMR ZBEEGRIIFEAA L {7 T w3 T, NMROFHSCITH L v e BEXAIL¥ %12 U oIGH 2 ¢ NMR %
Oz WERFICEY 2F il whd Ly, T2 TREERIEICIEDY, BRIt FcEEAERA L
OB TE 2 X 5, EH (Fic ST #fr%k, CGS-Gauss ﬁﬁfﬁ %:AU) FRTEMAECTH D, BFK
A F VIEIED NMR iZ200W Tk 5, —fH ST O 72 0 O R Y v 74 ©lid NMR & GEE 125
E5mm DOH T AE)ITHER 40 mm OFE SIS L CHEGOHRICHAT 2 (FryoIrrev 4 v 7 etigiod
—WEHECR) o TEBCIE CTIX Y v IRy = v 73 AW 7% Modulation 22 A% D CTHRAITH 5, b3 25
90° v A D) —HiH It 10 mm, F 7z PFG 0¥ —O#id 10 mm DT, ILEEROBIE ICIZY v 7
EX T 10mm UKW, ElEtEDD 22Kk 37-01CiF, WOEHI5Smm XV EL T30 L (GH
Wiko 7 3o 2 BEEEZHVE) . By Y P RRENNE TR A ERER I b BETH B,

3.1 Single pulse

NMR #IE ClE#ESEHic 07z NMR K2 &0 3 v P VICHIBREER O v 22 IR L <. BHSE
g% (Free Induction Decay, FID) ¥ 7' F A %3 %, FID REfE#EicBillEhzoc, 7—V
ZH(FT) % L CIRIBEUH DO 2~ 7 VicEis 5, &iEd NMR JIE XIS & A L3 T DJ7ikT NMR
27 PARBEIL, 77—V & (Fourie Transform i, FT i) ¢ IEENTW3

WEF ZIFIC A< 2 P vl (SWIkHz]) &IN5 % 7 — 2% (Data-Point) %#k® 2, NMR OJ§E T
37— 2 G0 Y v 7Y v ZikE % Dwell-Time [us] & s,
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Dwell-Time=1/SW = + —

25w

DR B %, JEREBEHED ] & — NI A 23 5 DX EZR A (Quadrature Phase Detection, QPD)
DEEr. Nyquist OEH (RIE % IEMICHEE ST 2 -0 IG5 R KERED 2 G LoE T 5524
V7Y v T RE) BB E 2 CTwb, Dwell-Time (¥ Analogue Digital Conversion (ADC) ® ¥ v 7Y
v 7 E O A BREEEIEE T, Vv Dwell-Time O35& 11X, SW I3JAL 7%, FID ZE Y AT 5 — X fEIK
DR ¥ Data-Point 1% Fast FT (FFT) oFtE D729, 20 nfE, Hlz1F 64 OREfE(128, 256, 512,
1024(1K), 2K, + « )X T 2008 TH %, TFED PC o lLictEv, 2 @ n T T FT
DAREIC 72 o T %28 FFT X 0 GHREFEEIZR <@% NMR CTiERfIH I Cnivy, 7 — 2D AL DI
fil (Acquisition-Time, Acq-Time) (¥ Acq-Time=Dwell-time x Data-Point ({4 : SW=1000 Hz, Point
= 2K THNIL Acq-Time = 2[s]) TH 3, [F5IEHH A VFRIE D FER Y~ 7V HIEREIC Acq-Time
Riff 273 < L7z v & Zicid, Dwell-Time [ps] %% <. A= 727 P oviig SW % JA < & Y Data-Point (% /\ &
T2, I FAPHEWET BIFIC Acq-Time Z R T2 4F T 7x v, TIOR I ITHIGL THED R LI
fil Repetition-Time (GE2[MfEICIE Ty D 55U L, T oBLHIESHE) %k %

Repetition-Time = Acq-Time + Pulse-Delay GHIE FFIC3%5E)

PR ANRFE L HLBORNE TIE—MRINIC 90° VR Z BB 3 2, AV RoURITECPENICE 2R & L <. JHIE
AEoRORW T1 b2y 7LD 5 FORFBRERAMLETH 2 (ERBEDOMHR). TR XD DENFED
KT OV 2RI CIERIlIE N 2 EEMEI/NE K2, BREOEK VY 7P 28llT 2RIcc b D
ZMEREEEE L . EEMEIIEYEIC L T Signal-to-Noise-Ratio (S/N ) D X w227 b v HlliE 54k

(JG > RF ¥V 2 MG, s Repetition—time) BREINTWE, FHECRIERRONMRESZ R
%12, SW, Data-Point, ViR LK, BERKARET 5, FEXRERMEORE. 227 FLDOfF
FEVE, I ONCHDERER] (EBRICHIET 2 & 2k ERTEARY) BRET D,

NMR JlIE T RF ~S v RICEHIE X 4172 Analogue-FID > 7' v id, #EERE O S IcHE I L5,
NMR 77— X 3ZEHOP CU I N T2 =TT 71 23 53 2 v (PO % & &3 % B Y B 72
Digital-FID L TF/REN %, FH D 2003 FEA D Tecmag ££D Apollo-NTNMR (3R E 25, Z(E
WO IR TH OV EHEOMELTETELDT, 7y ZREZHNT 5, D NMR EESETO
HIICIRETH % L IZRS 2w,

Apollo - NTNMR
Hardware Filter
spectrum
'/Receiver ain ioi
g Digital FID
RF 2 IF FIR » ‘Window -
HP @ s |ADC digital filter Function ‘
- DDS synthesizer
Dead time < User Accessible >

12



BMRA R 22 i T ® 5, = — P Receiver-gain, Dead-time, Filter-width (Hardware) % Fi%& L CHIE % B4k
4%, Analogue-FID (X 7' 7 — 713 #% L CEXiE & L7z Preamp TR X L7 — 7012 X o T Receiver £
ICHERET %, QPD IC X b rhEJEHE  (IF=12.5MHz)Ic % & I 3 & RIBFICAI 0 (23 (Real) & FEHT

(Imaginary) ®4%3#) 3%, ADC T Analogue > 7 F it digital ft L T~ 4 7 v 7t v FICEBUAE N %,
FIR-Digital-Filter % i L T Digital-FID (X% &R NMR &~ 7' FL) 7 —2% PClikb, 2—Hid
Display i@ Digital-FID % #i#ll L T Window-Function %;&R, FT L TA~=Z P A% S35, Apollo-
NTNMR Tl Analogue-Filter |Zffi > Ty 7z,

NMRHEE Z VD2 THRKREDE G, 8k & 7 A X %8BT 5 72 ®1C Analogue Filter (75 JH R B
TI3 RF Filter, HFREEREEE: (IF) Ti3 Audio Filter) 28 SN TE 72, 2010 FHiE D b XZEHKD
digital f 2 11 % ICf¢ - T, Digital-Filter 288 & 1% & 9 1T 7r o 7z, #24F, Digital-Filter (3% < DFHHIH
W, EEREM A SiclbhTw 3, Bl 2 IRERIGE % digital (b 3 2 54, #7551t & &L Digital-Filter
Fo digital JHE IR LI CTH 5 - O RN REBIEA LT 5 2 L 2HI LT Wb, FERET — 7023,
EEME ZEMTHYLL CRA DR VIER I N2 HEEF 2 5, FICHBROHIAKL Y LT 25610k, %
Doy MBLBIERSRAET 5, FlZ X, 74 Y X ABGEDOKMHET Vi<, FRHGED AM 7 ¥ 4 3K
ERNoTHE DS E ST 4 P20 TV TIIHAGRUEELESE L Tn 3,

U D NMR @& ClidE® ADC 2o T, KEDOTFT—42 %Y Aty (Oversampling) /c X ) 2~
7 b VIKEE CREE R LA BRI, St REOM X B TRIEEARMAL CWw 5, AT digital {b
INTEZA G A > <. RF 7’0 — 7 ClH & 2 IS E R I H#GE £ 0% analogue © NMR {55 % i
Ul keaR < digital (L L TR 27 PAERERBE L G T 2 5RO N T2, ZOHMNEERT 3
ISR EE AR INT VWS, T2 TIEHIE LTNMROEZERLFA%ETH YV EMALLT T3 MRI
HEBOZEWRD 70y 7K EHBANT 2[10],

Receiver
Gain Cabl spectrum
f‘ < Digital FID
Down | Audio- | Fast Digital Window T Jk
I* - convert | Filter | ADC QPD Filter Function AN
Dead Large scale high speed PC i
Time User Accessible

BIfE > NMR B 1E ADC I & o TR m o DRBPEIC R o T b, X v v a v S— b FEEEHK
Bosfum ig) i X NMR 58 2 ik < 2 @K % IF(10MHz~100MHz) I Z#3 % , % D% TNMR 5
DI > T 5 JHEEA I % Analogue-Filter(Audio-Filter) Z @@ X ¥ 3, & L ICHERRIK S /2 mHE
ADC(Fast ADC) % f{#i - C digital ft L T, —fiC 7z o 72 KERE S WA PC (Large-scale high-speed
PC) IcHtY ATy, i Sampling-Rate |3 NMR 2= 7 F Vg Tk £ 3 Dwell-Time @ 10 5L Ei#E L, 8
S omERiEIx 10 f5LA AV (Over-sampling) ., Digital {t & L7285 5 ¢ NMR {55 DB & B % ot

(QPD) T %, digital #EZEHTT — X HIFREL T3 28, KFEHBES LT RAET 2 0 TR HE
T» %, analogue T TIZ FID EE5RHRERICELICADC 272X Ipn OB L F— 2 2 FRTE
%7, digital TR TIREREZHI D TFIDESRT 4 A 7L 4 LIcRRENE ETICHTE nB~E 10pn
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WL, BRMICET -2 Ao L08R ET 5, ZoRBIXL 28#L T, 7 — X 5% analogue
FHREFFICRD L) ICEENICY 7 P25, @MEREZERENICNY AL T 4 V2 VEREKRTIE, %
Bl CHUAA 72 digital data BIIARKTH 2, ZDKED Data %@ 1C[H5] { (decimation) FH% LT
digital data si#0% HIJ L CT#IC. Digital-Filter ORI % 3 %, Digital-Fiter 121348k 7235 Y |
Fao7uy 7MERLZFIEAL ONT WS NMR EEDLH 5, WIFNOBE b RHEIIC Digital-FID
ek D> NMR HIERFD SW ICxfIGd % Data B2 3 X 5 I T2, 74 VA AXEROT -2 DX
LiC X o TR AR 2 O TR 2515 T 2, YORERHEL Tw 2032 —FIc3FMTh s, K
&R 1Q (In-Phase / Quadrature-Phase, [FIAH/TEZIMAAH) ICRE L Cid, A7AH O B ME 1308 & SRR I £
ThTw3, 10 7— &3 AD g HHIN T2 DT, EiEHEE5D NMR 2<27 b L& R385 5H
Ul AAHRHIE R LCR<27 b A% 5, MAAHEBIEZ PO #IE, P1 filEE LTS, V7 7T T
9o =/ TNMREZAXZ P VOMMHBEMICEZo T2 e, HofiHIcm S WA bH D, Tz
AR POV ELIL M E U B O TR A XSRS I D LT B, BIEHR ZHIESH 2 30E L CEUllZ Ir o |
EhEEIcBS 3 5 2 L Lic, PC23%R$ % Digital-FID OJECNMR F— 2 127 7 & 2§ %, BEEIK
BE7x Yo & = &% — % Digital-FID T®H %, HEHK T #IC#EY % Window-Function ZER L T FT, {7AHH
BRI D 227 bV EIIGFT 5, PC LT — 2 7'+ 2342 To NMR @& i
THbd, KEICT =2 %Y AL Oversampling 77 TIIATHES 2 A THNI., BEOM EAK LW T
W5, % DOEEOMBEEICEH T Analogue-FID O Ffo 2T DIf#i % Digital-FID I/ L 2T i b 7x
WO Z DPREEIZ T —F I iZ b2 bR,

2513 JEOL @ ECX/ECZ 2 —# D720 icFH W TH L, Oversampling, Digital-Filter 5% fH$ 3
BHRI—VIEED SW B X% 1.25 5L CSW1 95, BliER FT LzA~<7 P Lol % Hlk3 %
7o, Point % 1.25 TRRL 2 fHIC S 2, 2 —FHEE D SW HiPH Z K L RIRFICIEA L 72 Point 1T
NT B, IS o T, A D Dwell-Time, Digital-Resolution % Acq-Time O FHE TIIfEE L
72 SW O] 1.25 FIc T 2 4 E 235 Y, LD Digital Resolution |34 < 7z » . Dwell-time, Acq-Time X
Fi< 7%, Oversampling MLE % L T\ % DT, FHELMHIZAIHTH %, Digital-Filter GHHE D79 ic FID
FROEN T —FIIR B Eickh b, MBI L 72> Absolute-intensity (Magnitude) 13-z ¢k 2,

Magnitude = JRealz + Imaginary2

NMREEZAKE LR 2 L 30D ERLD 5,

(1) WY (BEEMA (SCM) 2—f&i) WG I L 2-#E (WSmExE —EIcfk> T, H—1%

D XSG EERT Z)

(2) 7a—=7 @GPy T EHFALTCH Y 7AEEYa v Fa—, RE WS & FID 23 5

72 O AR,

(3) avy—n: REEOHKER., FID > 7 F 1 D%ZEHR, PCICNMR & 7 F V%Y AALTFT LA

R MANZ =L LTS 2HEREEH T 5,

[F—% v 7AW NMR 251 ¢ % 280 (NMR active nuclei) 2BMEHE TN TV ARICIT, v 7
EHEGPNICREFF L T v TMRERRE L= D bic, BEREZHRET 2 2 LI X > TFRTD NMR #
DHIENFRETH %, JEOL » ECZ-NMR ZEiE Il ER % 3 5E 37411 AUTO-TUNE 75 2 CHLHIE AL

14



7w —7ofF%E L Y, BB D RF 2 @5, FID 280132, (ERck o7z &L3 2 LFH
[RFIC NMR HIE OAH 2 RS 2 D03 2 WHEIC 2 > 72 DTl L FEHIIERT 5. KT LFERD
¥ v 7Tl AUTO-TUNE ICfEREL 2 2235 3)

LAY ORERTEZ BN E L2 “E0MAEE NMR (12 ' HNMR & BCNMR) @84 3l o 4
EREETH 5, v 7 FVEE»/NE C RFHOBE S L 26, HE)ICE BCNMR O #IE Tl
7Yy TAERZ/NS L TWIZIE 4501 L CRAFFE 28 < L CE B oERE % L2 5833 e S
T\ 5791 BCNMR DREHER] 72 Menu Tl 90° %L 2 (3 ffib Ty, BCNMR Cli'H & o NOE
DRDBBY, FLADY 7 FAOHMNBE LG 2 D13 L v, NMR © 90%LAE i35 fET o B 1)<
IhTwT, IEBHIE IR BIRTS 2,

BIRE OB AT IEFER DRI & R~ 7 P ABRORREDA < 72 b . W X O MOS0 75 B E Y C
H2, ko X oic, MIFE L7 FID (BEIEERE) 37 Fm 27y 7 F b 5, HEH ZHIESME %8R
LC, #@¥7%77w2 FID # AD a2 v N—%— (ADC) IZik VAL ML H 5, ADC ITHET 5720
12, Receiver-Gain T 7' FAMEZFE T 3, FID v 7 FARKETENIL, WMYIAALKE S 7 F A3
BYUNTLEIDT, IEFIC FT TE R, NI FTENEIEFPES Y, BE2L T2 %, ECX Tk
Auto-Gain Ti#t)] 7z Receiver-Gain % % 2 BERED H 203, ZOMEX D /NI D D% 5 & K& JEOL
FHRELTWB L9 Th B, BIEDEVGERY Y 7L Cld FID OER# DG, RF-pulse & FID DL
A CoORiH (Dead-Time) DY) 74i%E IXEETH 5, Filter F-° ADC 13 ECX v 2 7 A2 HENWICFE
ETDHOTCZ—HIEFEEG LRV, =2—¥H»RT 7+ XTZ %L Digital-Filter % > 722 ® Digital-FID > 7
FNTH B,

FID ¥ 7' F i 5 (Trapezoid) HE%BI% (Exponential Decay) %% U T A= 27 b A DJEE A L
I 5, —MRICIFIERBI% T Hze B OBIEDIED D 1722 X5 ICRET 5, FT LzEOR~T b L
FRIIAROMIRICME S N 5, EOMAEE NMR OB4 1213 0.2Hz RIS E S T2, iR A <27 b
NDEERALZ DALY PO N EETH 5, —ROEMIKTIE 2 ~5Hz, [EF Li EFE05E
30 Hz < 100 Hz Q5B A E L 22 d H 5, MEREE L/ 4 XLV 2 2 CGHEE OMRIRS S 5 77
BHET 5,

7 — ) & (FT) + 2 & RSB EEM D 2 <2 Frica ). 2% 2 11 NMR 22 kv
DEMCTE 5, BlE Hz & 2 Wik kHz B cR L, FHEIE AW (=27 HLoEnoEXicsl) 52
i) % Hz i, CHUS$ %, OB, To~1/22 AW OBGAH 2 DT, #IESIERUE T, 1358 < 72 5,
—J7, ALFET 7 bR &L ppm HAL TR L, ppm = Hz/BUHIFERE < 25, HEYE (Hl 21X TMS (1H,
BCNMR), 7KERD Li7a &) D — 7 @5 HEHll3 % & 7 M# I Hz A7 CH XS mEE (L& 5
¥ X o T&AT BH ppm HALTHNIFELL m\v, HEYEZHRINT 2 & v TADBET 2 DT,
FHeS v T ANBEZTY 7 MEDR S 2D %,

3.2 T, DHIE

Fig2 icLo L7z X oI, FSHIcsrnN A e v s FEIRRBICKE 3 £ CoRE % T, & v 9, PR
EDIFIC 2 BT A Z AW T /e A e v 2l 1800 SV AT, -z BT ANCEI L T o FRPIREE~ 2 7'
A% EMT % (Fig. 4 &) . Z OMIEE L. Inversion-Recovery iE & FEEILT W 5,
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FHl & LT H,O @ 30°C DD T lE %783 (400MHz), 7 Ofi% 10s 205 0.2s FT/HNE LT3 HET
HIE L7z, ECZ I3 A X v T, Radiation Damping OFHEIC X o T v B3 WIRFIC > 77 F 23l 5 1]
REMEDH 5 &\ 5 JEOL DfHYE 2> b OIEHGICHE - 7z, Inversion-recovery DXL 2 RFTFEZF ER L
7z. Exponential (ICHEFIT % & L TR I N2 TR KFICR L 72203, & 7 F VIERE KT 64 % #EF1L
72l ZATHDL, VIFTADPTERICKEMT 2720101F T © 5 50K EZ R b v, T AFEHFIC
REWVERCIE null I 2 7 {HD 14 52385520 T\HICR 2D TEHHI AT A -2 DFREIKILTE T L
HBTE D, T OMEGNICHE D W CAHIPA RT3 TO N T X 72, FEMIIATER 1 2 2,

null: 2.2's

0.5

1l
0.0
Data: H20 30°C
T:38s Model: ExpDect
3

05 o Chi2 = 0.0041
n R'2 = 099217
-

Peak Height
-

¥0 098885 006335
Al 189785 005716
godm | | | 1o 32u £0.33863

o T S F P o) T(S)

Figure 6. Measurement of T, of H,O at 30°C and 400 MHz (variable: 1), simulating by one-component exponential

decay: y = Aexp(-T1/t). The calculated T1 was 3.27 S.

3.3 T, DHIE

AR 7 IE %1 Hahn @ Spin-Echo @ 1 2 R[N XA =2 L L Cxa—v 7 FLDOREIZEHUT
#TH 3 (Fig. 5 2M) , Spin-Echo T H,O 213 U EHREAHE T 2 &L 0 TFIEBOE %22 %,
W OARE—HIic X 5 T, ofEls EANKER S E ST 2, 7 THORY v —2 VHHEFHICX 3
T, DBERA (TR 2) 235 2 5T 323, HO LHBIEE CIXRIEMEITERE X Hick k5, P
e D—E %k BIEL CTHTIERIC X 2 T, ~DE % i3 5 %8 L X Carr-Purcell (CP) L2425

N, ¥51C RF HOARY o R %Ik % 7291 Meiboom-Gill E% 1 272 CPMG L2 RIE S 7z
(1960 4R), NMR 2:i& 3 R 1T EEHR L 72 BI7E © 3 #liZk % Spin-Echo & CTHIE 3 % & o FEB O R %
2T 5, EBERIGEERESKE (., 27RO E XY v, JEEGHIE © 72 91213 Hahn-spin-echo
OV THMN R E RN E G A EFN 7 T, CEW®RYEH 5, G TEH N5 PC (Propylene-Carbonate)
1T H,O 1T~ 2 AR E K FEF OB RIS WD FEEEBORNE (k) T3 E %, &g
OB To RGO THZME S 2 L 3Pm v, 22 TIE LI © T, DEFIZHR (FBIERE A A+ Vil
) LERR (R TR & RS RERE B ICow» RS (T, ORIE : ECZ400S/L1, Hahn-
Echo #E®D SV 2 RH S EFHFHDMER) o LITFSA ® PC IR & A 4 v itk ® DEME-BF,-Li ® Li Dz a2 —
> 7P OEH % Fig.7 \Ond, EXiE PCEMEERD i za—v 7 Frnr 2R 3o TTa
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=Y TFADPNSI LB RMIED Y — 2 2R, ARIEHY Y Frora—2 7P AR 7 T ay
I o f#HTIZ Exponential-Decay & L CfTo 7z, AR TD 'Li @ T, 1% 0.72 s(720 ms) TA 4 v iR F o "Li
D T3 1% 0.27 (270 ms) TH - 7=,

104 & 71 .
Li-T2-Liguids
'y 4 Soln-LITFSA-PC/
¥ v IL-DEME-BF -Li
05 a =

=
@
c
2
=]
o
=
o
w

15 20

i it e it i i Hyedhei

Figure 7. T2 measurements of “Li in the PC electrolyte(LiTFSA) and the ionic liquid DEME-BF4-Li at 30°C. The

display in the ECZ is LiTFSA-PC solution.

SEREE R BALET C Ik T, 2RI 7 B0 A © Tl B 720 I BRI R\ T, 2SI C % 3 Bk~ 7
A kS TIEREME © TLi i T, 2% & LT Fig8 IKR T,

%
"Li-T,-Solids
4
7 LLZO-Ta (single crystal)
A - A polymer+LiTFSA

1 Echo Intensity

I R T T T < me)

Figure 8. T> measurement of 7Li in solid electrolytes at 30°C (in millisecond) for a single-crystal LLZO-Ta and a
polymer electrolyte including LiTFSA. The display in the ECZ is "Li in a LiTFSA polymer electrolyte. The left figure

shows the echo decay of “Li in a polymer electrolyte.

B TEMRE D L Ta—v 7 FAoilE (F LiITFSA &% PEO %4V ~—2016 4 2 A%,
Li/0=0.12) %#/nRd, FEEED T & EEEREMRE O H — % v b LLZO-Ta HifEfh D Li © T, ZH#IE L 72,
fRicT cza—y 7 FAEER 7ay b Lz, 'Li © T, 13&50 FEME T 3.0 ms, LLZO-Ta HiffL T
6.1 ms THRY 71D T, kY BLZ 10 ERV(RIFAFEIEED 72 D12 Ty 28 \v), —MRIC Ay
VINTIREE L R B Ty i3IEF I,

4. ZHEICX 28
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B, BlEAR D5 5% OBBEBEIENRICR > T3 28, IhEGHIE & I BE2 L w2 IFT T
friendly nuclei & 3w 27\, T2 CTEREFEFFFMEL CTE B EZ T LICER2, BXILFED R CEHE
72 TLi 1ZIEHIC friendly TH 3, PNa [Z/KARTIZ S v — 7 CTH % 5, GHEIRER CTIRARIEAILD Y Ty 28
FECIEBRHIE REE L v, T viIcEENT WS UF, UB RHlE LT U YR{ILEY© FP b HIE R
RECTH 2, IO HIZEED X N4 4008 (BAx 7R HO v 7 Fn) &0 5 LIREGIER O K%
HrhoTnw37259, H IS AEEE O Calibration IfibN T3, HOILEUREII D T DM ER
FEAELTCHWEDOTCHESTTRETIRTOY 7 FATH—Ofi% L® T, il 21XBF,® “F-NMR & 'B-
NMR CHlE L 72 B CILER BT —3 5.

4.1 Proton ("H)
I=1/2, RIRFAEI £ 99.985%., FHREE © 1. BEKUBIHEEL yu = 2.67522 x 108 s T

NMR D738 Cieb %  DR#HOIEE I N T2 D1k 'THNMR TH 5 9, EE X NMR o cied X<,
JESERNCERIA2 SfSE S T 5, B(LEY % X5 IC L 72 Hamiltonian 12{b%%> 7 + 6 & J-Coupling
Constant J; Catih T N5,

H= 36 +2XJ; (15)

LERNC R 2 7 a b i@l ofbES 7 Ml & fLFERAE LB L 72 7' e F VIEIC A e v isE i A
FET 2, (L EREEOLMRMEZ KL L CIAHIBH O 6fEE JEAHM b TH Y, NMR o FEIC B*CNMR
tEbETHEllIcEER TN T3, &2 TIFEBRROBEICHEDN TV 2 L&Y D THNMR ICHRE L
Tk~ 2%, /N HREED BCNMR ZILEGHE Cl>RF 2 SE. iz e b vziEhnwr =4y N
(CN)y. C(CN)37 ETHRRICKR 27213 TH 3, BCNMR IZ—%Ic 'H 0l % L TEE % LT T 228,
K& PFG-7u—7ClE7 Ay 7Y v 7HREDR <. 78 b v G L Cw 3 BC OfRBGHIE 1T 2
TH5b, 'HNMR 27 ki CDCL AR F < TMS E#E 399.65MHz & % \» % 89.56MHz CHIE & 1
7= SDBS-NMR-Digital ® 227 b L& ffo> CTHlRT %, T HIETIE FEAEROMREZZ T w2, T
HIE Tl FEAEROBEE shB 2 2Z1F %, FEflE L <o T,HllE I3 Hahn ® Spin-Echo i ¢ ECZ400S/L1
(N ZRINZFEFAER) TIT o 72,

(1) Ethylene Carbonate (EC, CAS RN:96-49-1)

Onpz0 EC o 4filo 7w b vIZ%EMiTH 5 720 1c
Singlet IC72 %, ¥ 7 ML 4.54 ppm TH

Ethylene Carbonate 5, ]—Modulation 1% T?%E L7z, Ty @(E'Ji

400 MHz; CDCly

I Hahn @ Spin-Echo & 17> 72, TAE

@ EC I3 400MHz T T,=0.33s TH - 7z,

ppm
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(2) Propylene Carbonate (PC, CAS RN:108-32-7)

CH; i Hx & @ JCoupling (6.1
Hz) < Doublet TH %, Hy 134T

o
O/LLO o7ua b e FCoupling i X O
H(C)/jf\_(‘-'cw MEICHZ LT3, Hpld He & Jac
HB)  HA)

=7.1 Hz(geminal coupling). Jac~
7Hz T Triplet DX & — v ZRT,
B ¢ Hc i c=7.1Hz I Z T Jac= 8 Hz

\ h Propylene Carbanate(PC) (vicinal coupling) T 4 AICHZL

‘ I 90MHz:CDCly TWw3, L%y 7 MEIZRDEY T

H2%, 5a 4.85ppm. Sg: 4.56ppm. dc:

CH,

6 5 4 3 2 1 0 .
opm 4.04 ppm. CHs: 1.45 pm
J-Coupling 23% 258, TIHIEE TIXART b ADANX— v 3B EZ T v, T, TIRRE AL (F

modulation) # 9 7%, LiTFSA ® 1M-PC & » PC © 'HNMR @ T, rﬁﬂﬁé’@/\“ﬂ— vERNT, TfHlX
5ms 2> 5 120 ms £ T 5 ms OEMECTHIE L 7z, BIHE CIXRED K E CHRIEAA A - T, Jcoupling D%
— VIR WA, Ta—vrFaicit Jic X 3HEEROFESHRICEHEN S,

T2-Hahn_Echo Experiment

J\JMMJLJNU'MQMW%J -] -l “V‘VL‘ U“F’TLV“‘T rmrwmrww‘«w@-rhim\wﬂ‘\k.rju

L L e i o o L I B o B B B S R
[pnt]=0.005 3[pnt]=0.015 5[pnt]=0.025 7[pnt]=0.035 9[pnt]=0.045 11[pnt]=0.055 13[pnt]=0.065 15[pnt]=0.075 17[pnt]=0.085 19[pnt]=0.095 21[pnt]=0.105 23[pnt]=0.115

19



[ ]
~ 054 "a (A)
Il [ ]
5 "
= " ]
g 0.0 - .l—
o ] ]
S ] ]
= . o”
05 T lgge®
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BUIECIE T a—v 7 F A2 HET 3 DT, JFcoupling 3B 2BEICIT T BERD 5 AMERFRET
LRUERD D, J~6 Hz DA ICIT A =40 ms, 120 ms,

ms {7 ERLVWTHA 5,

(3) Diethyl Carbonate (DEC, CAS RN: 105-58-8)

A
B ~_ O -~
H,C ( “
o o B
A
Diethyl carbonate
CDCly: 90MHz
gt
T T
6 5 4 3 2 1 0
ppm

TZTIE—FARERCH; D — 271D Tiix
%, Hal ® Jii&CcoEdiEs3 6.1 Hz @ doublet
TH %, Hz (cps, cycle per second) 13 J&EHE D
Y, CH 225, W HAL & 13 1/2n) DRSS
Hb, CHyOoxTa—v 7 FLNiEER rCc7ry
FEse (A) Kich b, Kz 2 IC£HRL
CTra—iiE% 7ay 35 LB) Kichk b,
AT 1 & 3DIca—y VP AaiEn
Y, 20FRFICH/NMEICZ > T (=
6.05 Hz TalH) . BE7'1 b v Ha, Hg, HelX J I
L2 0EHBKE L, LHEIT J-Coupling 22 5 7=
DI, Ta—v 7 Fro2n]o7Tay MEER
WThW, Ta—y 7 FARruofiEid JHE
IR 5,

CH;CH, (A3Br-Z ¥ v &) o A 75 o<
X—v%RLJ=T.1Hz, ¥ 7 FEPKE WL
72¥ic, HiffiZe Quartet-Triplet IC72 5,
CHs 13 CH; &7z 2 flild H D 7= 1:2:1
DRI TR L, CHy 3 3 il o 25 1iffi 7
CH; 7u b v 7=% 1:3:3:1 0imETHE
I 5%,

da: 4.19 ppm. 6g:1.31 ppm

(4)1,2-dimethoxyetane (DME ,CAS RN;110-71-4)

20
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SRS IINER B D, 2 DD OCHL(A) & 2
AR A 50 OCH,(B) X FEK % A L - M T 3 720 1
k J-Coupling 1372 <. BAMELL2 : 3D biC
Singlet DA~ 27 F VT3 5,

1,2-dimethoxyethane

COCl3; 400 MHz da: 3.55 ppm, &gs: 3.39 ppm

(5) 2,5,8,11,14-pentaoxapentadecane (Tetraglyme, TeG, G4, CASRN: 143-24-8)

K> OCH; 13 Singlet, F 72 #42 o 4 o CH.0 121k
A 5 7 FEPNI VDT, Singlet IR x5, KD
O Ic$2 9 5 OCH,CH, f§ 2> IC 72 5 72{b > 7 Ml
P D7z J-Coupling 234 % %, ABy A YR, ¥ 7
Tetraglyme FEBNI WD TN CEM R N2 — v EIRT, 4
CDCl,; 90 MHz
;‘k fil @ CH,O: 3.66 ppm, &: 3.65 ppm, &c: 3.55
S e ppm,OCH3; 3.38 ppm
ppm

(6) WAHECIE R VDS, REMRA A4 VED A F 4 v, 1-Ethyl-3-Methylimidazolium @ 'HNMR z-< 2
kA %7R$, SDBS-NMR-Digital 12137 =4 > & LT Cl'® CDCLERD 2 <2 F AR E T w5,

1-Ethyl-3-Methylimidazolium chloride (EMImCI, CASRN:5039-09-0)

A 1-ethyl-3-methylimidazolium chloride A: 10.55 ppm, B: 7.75ppm C:7.73ppm,
E
HG /T COCL: 400 MHz CH;: 4.44ppm, NCH;: 4.13 ppm, CHs:
D N4 N-CHE ¥
j 1.61 ppm.
B W h c
E
F Jens-cuz = 7.4 Hz T 78 A3By ¥ % —
D v, ®7wa t+ vE o JCoupling I¥~
A B C 1.8Hz, NCH;Singlet, 4 I &YV — LB D
J J L l 3o 7w by FFIC Ha D 7 MMEZE
T BLRE IR TH B,
12 10 8 6 2 2 0
PPmM
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CCTCRBETFRELOA & viHiky v 7 e LT, EMIm-TFSA (EMIm:1-ethyl-2-methylimidazolium,
TFSA: bis(trifluoromethanesulfonyl)imide. (CF3SO,):N)IZ 1M @ LiTFSA %N L <IERk. BEH L7579
v (2004 FEZA) D HWLTHIEL 72,

e e

A IX=NED 7w b it CDCLIAK
LR EEWISGTIAICEHNTE D
Hy 7w b v CHETH 5, RIS
fEBEIX B < 723, NCH; i3 Singlet,

| ' CH,CHj3 1% Quartet-Triplet ® ¥ % — v
ZnL J~T4Hz CTH 5,

Hahn @ Spin-Echo T T, Z#I%E L 7z, NCHs i3 FCoupling 2372\ DT, Ta—v 7 F i+t
PWET 2 7-DICHRED v fE% 400ms IZ L THIE L 72,

[12-Hahn_Echo Experiment

LU bbbttt

.................................................................................................................................................................................

bnt]=0.02 4[pnt]=0.05 7[pnt]-0.08 10fpnt]=0.11  13(prt)-0.14  16[pnt]-0.17 19[pnt]=0.2 2pnt]=023  25[pt]-036  28[pnt}=028  Jfpnt}=032  M[pat}-0.35  37[pnt-0.38

i
-
—
—
41_:
T—
T
S
_=
=

NCHs, CHs, CH, ¥ 7' F VD a—iffE% ¢
<7'm v b L7, NCH; % Exponentail-Decay
TN S % & To=0.17s 272 5 72, CH;CH,
> 7 F T AsBy A ¥ VR T J-modulation @D
IREZ T T 5,

Echo Intensity
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PEECRIE I 35T id, NCH; ®° OCHs 72 EMEAAREE RICHEES 2 & %1C 1T Singlet 12725 DT, Z D
IR —2RHENRICT S, FTHHERLTWIEY—2DADEARTa— v 7 FANRKEL RS 1 H
ZAOLO, A(—E) & T 5, HOIBIREIC Fcoupling DRI IFH 7\,

4.2 Fluorine (**F)

[=1/2, RARFAELL: 100%, IR : 0.834, BEREELLL yn=2.51815 x 108 5!

V7 v uftvEM (LIB) CHbLNTWET =4 YDOREKIZ7 v HEELEATHEDT, T=4+VDH
IR EE YFNMR CTHIZEC&E 3, — ) F D+ 7 MAIMLFREEIC X > TRELSEF L, % i IZ
1000 ppm I & 45, 'HNMR 355l 2 556 (K5 M : COOH oifvokFz e, @ismill - AeELE
Y1) %BR4L 34 10 ppm. BCNMR 1 200 ppm TH %, “F o> 7 FHHEF CFCL 23fib T 2 23,
BIFR CERD RCEWIBM L2, CZTR7=FvicgdEhs F v 7P RELT, v 7L
RELBEADZ LIk o THIE L, TESA 7 =4 v 25 c L CHlEL 7282 — v &k d, PC ® GBL
WD 2 W3 A F VIR Y T T,

CF,BF,
| L
BF,
| I I=110 Hz PF,
CF,SO, N(SO,F), (FSA) broad
I N(SO,CF,CF,), N(SO,CF,), (TFSA)
BIZFIZ
N(SO0,CF,),
I I ’ j N j ) j ) j X I T T T T T T T T T T T T T 1
20 0 '201 -40 -60 -80 150 100 30 0 50 -100  -150 200
°F (ppm) “F (ppm)

TFSA % HHiC L C 20ppm~-80ppm OHIFRICEM & 3 “F & 7 F A & B R+, CFBF,Tli F-F o
J-Coupling iZ & Y CF; % Broad T, BF; > 7 Lix "B & @ J-coupling i€ & Y & &1C Broad T» %, PFs
TIE 3P & D Jcoupling IC &Y 710 Hz THHL T3, 2Dy 7 Fic FCoupling TR SNnd -
720

K& VYF L7 FaRd FSA & 2Mlio T =4 v BioFi Z5ll¥ & L7z, FSA X TFSA & H~ 2 & RS
RKELv7FLTWw 5,
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TFSA @ CF, #i% K< Lt

CFs D PCIAWCHIE L7z VF v 7'
N%ZRT, F-F [E]® J-coupling
NESA CF,CF,CF,CF, l | l XH O DITIFHE S LR o
7o ThooftaYTid CFs v

HEFSA CF,CFCF,

7 s i ARG S i Bl
PFSA(BETI) CF.CF, %, —J7 CHs-CH; #H® 'HNMR
Tt CHs 28 @mfisfilic 5 b
TFSA CF3 .
N 2D TRFE L Tl wid 7w,

9F Shift (ppm)

4.3  Lithium("Li)

1=3/2, KARFAELE + 92.41%, AHXPIEEE ¢ 0.271, BESUEIHRLL yi=1.03977 x 108 T, HBXPUMRT-E — X
v b: Qu=-40.1 millibarn (10-*'m?)

VF9 u44 v (LIB) O 0EMRED "LINMR 3JASHE XN TV S, [FfIEED SLINMR (X
[=1 CHIAIREETH 2 28 y 1Z/h & v (low y-nucleus, F 1) & & BITRARFIEL D Doy, SLINMR IZ Ty
BEL, MIBIEZY Y —7TH20T, L¥v 7 P Z0BENICITEL TW3, JEEGHIE IS TR,
LINMR & SLINMR 1Z[FE UCic 72 %139 CH 3 DT, NMR #lE EAF 7 "LINMR CHLEGHE %2 17> T
%, BAE®D 'LINMR Tl¥ Y 7rick 32 7 FEIZ/NI W, —J, RFEAMIC Intercalation X 7=
LiINMR 3 KERL 720850, £8Li o> 7+ (8 270ppm) 5 Oppm FHEIC ki, A& NMR @
FHETHEINT NS

%mMRamﬁT5ammMR@mimé< mMFlMﬂWFO%k&5O%L%ﬁ%ﬁlhtﬂn
AECARSIE, FMLxza—@E2lET 2720 31/0.38=2.6 iIc72 b, K& 7 PFG 0’ ThH 5,
g BREINTEHAEICITO & A%E(?ZMHUE# TONTWER, AxRSFTdLza—v 7 g
Eﬁﬁ&Téo%L%ﬂh%#ﬁw&%iSﬂJi%<&5o§w IR A ZE 2 B LR E 5T B
ﬁ%ﬁﬁ%é@f\Eﬁ&ﬂi@tbﬁﬁk%&g%%if%éPH}7U—7%%EkT5 E 4 Jrells
WA TIZ Duld Da XOBEICNZ WO TKER g 3MWATH B, E-m0 FEMAE, BERERERL
YOIk Li GBI EARIC N B LB DT, K& 7% PFG B4 ETH 3,

Li 4 4 VML E Z B L 72\ D T, ]Couphng KX IEC RV, T, /A VREERD -
59 Li (ZERNFRICUT <, PR APER IC & 2 08038 38U X kv, EREEREMRY T Garnet
%2 Perovskite 7z & CTlEPUMR 02413 & 6 7223, Orthorhombic D fti5% % $ > LAGP, LATP T % PUfi
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Fo5 (MR A L) 2Rd, ZOEEERE CTREHD Li 44 v IZERNHROH A + %@ U CHRET
3 (AEGEICKTE) o T BB ICIZVUM T RIc X 297 74 MBI 3, FhO7Z T 28tz 3,
BTS2 BRI RH 0. A 4 VIREECET G 5, WEAM L 72RET Li (39583 2 0
T, LITo A v ERIIN I OBIEBCERIIRE S R, A4 VvEFT T Li A A viZ2Md 5 it 31
DT =FAVICEoTHWHENT, K& 7% vandel Waals %% b2, PEO ZD0ESFTIFLigRY) = —
$H-CH,CH,O-  #HEAEFA L T LifEEUI R Y ~ —$H @B X » TS 5, MEERERE CIZ Lio
T L~ DB SRR I N A 4 VB FEME A2 B EIC LiTABEIT 2 HEE 4 4 5
Z @83 %2, NMR OLHGEIE CTI35E 1 © PFG THI% D) 72 'Li 23Rl A #2158 2 © PFG T3 % @
T AFNRBEE L 1387 o CTH— D 'Li OBENCEE T 2 1ERB A b5,

—H LD T HL YFD T, e~ 2 i< 725 (Fig.7 L 8) . BKD LiEEOHEIECIE. g% K
ECLTHPELZZ, THR YF XV TLiOv 7 FABENNI WK C 22 o I XHEOEELEZ H 0 5 72
DICTERRIE H T 2 0HHEH 5, K v —BRECEEERERE O X 5 REREMRE D Li JEEGHIE
IZH W T, Hahn-PFG RADKIC A% KL 32 ¢ Echo Y7 FA/NEL 3, 20X ARgGEIZ STE-
PFG 5% HW 3, FH DK — L= https://diffusion-nmr.jp/ SO b, F-HEETHE
[NMR i€ X % 4 4 VILEGHIE | % 3EP,

LiA A4 v OJFFERI/N T WA BRRIC X o THRRAINEZEEI 2 b b, RO/ WERRC A 4
VRO TIZ, LiA A i3 —RiiEE LT3 0T, 7 ey FHEMRICARY, 1 DODEECHlE
L7-HCIBUERIIYEER L LTEZ LR TESL, L2LABLES TEMREICE T2 Li fhHU
HF LD —Tld7e . HEUEOIEBURE e LB 7 2 v M IREMRCld < 2180 () fe L
THi23%, BETIRE—ZCEBOUEER 7oy s LAY Y IADRERTASICONTHBN2 b H 3,
Lk RICE T 5 LifEE D Review Paper # EH IZH W T 30T L Tz L W»[11],

IR E A BT R 2EABROBMEICAR 220 LAy L <, HELHEECHESTh T
%, Li EBGHIEIX A & g ITikiF T 2 o CEtkRE PFG-7' 0 — 7 /BEAER a2 9 21, HESFEOH
FICX > T4 Li BEIOBRKRPHETE 5, 7280 ADORFO@EIEN 2 BIR % HE 3 3 729 113G
L7 NMRZEERMHETD 5,

4.4 Boron(''B)

1=3/2, RIRGFFELL © 80.2%, FHNITKEE @ 0.165, EXBlHLEL v5=0.8585 x 108 s'T-!, EXPUFRTE— X v
k: Qp= 4.059 millibarn(10-*'m?)

7 =74 v @ BOB (bis(oxolato)borate, BCs0s) THEZIC NMR 28l CE 203wy ETH Y, "B THILEL
HIELTE %, BOB iZid JCoupling I&72\ D T, Singlet T T& %, LiBOB ® 0.5M—GBL & T
UB @ T, T, B8IEHF 1T , "B 7 =4 v OLECHlE X STE-PFG £ TfT\w», 7=3ms, g=4Tm!, A
=20ms, 30°C T 3.5x100m?! L HFEATZ 7=,

BF, 1% popular 72 7 =4 v CTHLEGHIE 12 F Tfrb T\ 323, "B COILEGHIE D rlgETcH v, HEL
BUREIE—F 5, BEoR, T, Ti 25 PFICX3HEDHBMEHE TRV, B Tid~x2% X 51C PF
7 =4 vl YF ¥ 27 F i3 3P i X % 1-bond-couling IZ & - T Doublet (J(YF,*'P)=710Hz) iZ7%& %,
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BF, CIRIRIAAHEEDODH L ICOEDLOLT VE v 7 F M I BH L WIE BIC X 2R H NN L
EARBFHICHKL Tz, SCRICHA 7 FEE Y © 1-bond-coupling (Z/NEWwewHiEdibz Ro72, LaLk
25 BB 2% © 72 DT, EREEBHI 2 T ¥ 5 LiBF, © D,O #A# ¢ YFNMR & "BNMR D #I%E % 1T
572, ZDEFELITICRT, Ay HEICIT4EOFEMZE F 235G L Twb 0T "BNMR A7 b ov i@
Bl :4:6:4: 105 KRKICHHEHT L, 2HIET 1.6Hz TEHERAS L T MO JFCoupling e L
TIHIEFIT/NE v, FLH v 7 AT UFNMR #HIE L 72,

LiBF,in D,0

|
oo gvr |

16Hz

0.6Hz

Hz ppm

YENMR A7 bz A4 v o — 27 OIKIESINICON I R X0 X 5 v 7V FaArgliill iz, Fix
LiBF, ® PC A TiZ J-Coupling 2381l & 113, Broad 72> 7 F L CAMMID D 2 D 7n ? L &> T\ 7z,
& T AWREER ET A7 PAVTETTE 72, AU HRIT "B(B0%. 1=3/2) L YB(20%. [=3)% 5 7%
2 TCW3, L7 >7T 80%D "BF, & 20%®D “BF, B FET %, PFNMR 2L 7-KFicF v RIC X 5 [HE
ks 7 F(0.05ppm) & L CTHIEIZ L, TNENDY 7 FABFRTFHELED Jcoupling THHT L, D
NE—VF"BTI=3/2TH5DT, FRED2[+1 KU AK)T J=16HzTH2%, "'Bld1=3ThH2D
TEHBRED 7TRICHELT J= 0.6 Hz (1.6/0.6~y11/y108) TH %, 7035 "B & B OFIMIL y 23R %22 D
il %2 O BLANE AL HEETH B,

"BNMR ic X % BF, (PCi&#. GBL R TOHLHGIE X ATRET, DK E > PCIAWE Tld Ty 3
{. STE-PFG %, GBL {## T3 Hahn-PFG L CHIERRETH 5, PC R (0.3M) T 3.2 x 1010 m?s!
(YFNMR C#llE: 3.4 x 10 m?") , GBL ¥ (0.5M) <iF Hahn-PFG #ic & b "B CllliELTH “F T
HIGE L Cd BF, @ HCHABUREL 4.5 x 100 m?s! TH o 72,

4.5 Phosphorous (*'P)
1=1/2, RIRFEAELL 1 100%. FHAEREE : 0.066, AL yp=1.08394 x 108 s1T"!

LiPFs 3B IC B T, EEAETH S, PR 7= A4 VX F & 3P 28 & b iC [=1/2 TRIRTFLELL 100%
® NMR ¥<TH %, GBL 5 CHlIE L7z PFs ® YFNMR & 3'PNMR DR ~<27 P A &Z— YV RRT,
YENMR T33P & @ Jcoupling (710Hz) T Doublet IZ7x %, *'PNMR (3% 1fi 7z 6 ffl® F & @ J-coupling
26



IC X 0 AZUEA 7T10Hz, BREELEAS 1:6:15:20:15:6:1 @ 7 RICHELT 2, AT b A DHTA & — v 13 HFE
HICHWTHIHMHEBY TH 2, FEDOAEIH Vo T PF 7 =4 vk YFNMR <H CHLBURE % HIE
L. *'PNMR CHIEE L 7= 2 &3\,

710 Hz

'°F for PF,

r T T T T T T T 1
2000 1500 1000 500 0 500 -1000 -1500  -2000

3

3'P for PF,

‘ . ‘ ‘ T T ‘ . 1
4000 3000 2000 1000 0 -1000 -2000 -3000  -4000

Hz

SIPNMR CHABGHIE # T o 7261 & LT 105% YV YEEDKIAR TD A=7 L& RT,

I 9
L
HO 6HOH P1 Ho/é\o/é\OH
P2
o}
o
HO” 1071~ 07 1 oH
OH OH OH
J P
A
r T T T T T )
20 10 0 -10 -20 -30 -40
ppm

J-Coupling 2872\ T, ¥ 27 F it Singlet TH A, fEIC X2 7 FERALN S, 40°C ITHWT
SIP o Ty & Ty 3RV ¢, Hahn-PFG i5IC X 2 H CILBGIE 23 F[RE T, 7 F v P1 & P2 OiLERENE
%244 x 102 m?%s1 L 3.0x 102 m?st &7 )| EIFED PF DILEURE~ 5x 1010 m?%st L~ 5 & 2 Hf
INE v, HEICIE PFGEEE L LT 10Tm ' U EE w7,

4.6 Deuterium (?H)

=1, FARTFIEH ¢+ 0.015%., AR @ 0.01, AUl yp = 0.4107 x 108 ' T, #PUMT-E— 2 v b
Q = 2.8 millibarn (10-*'m?)

HRKFEM L - HEABIIASGICATTE 20T, 2HNMR ZHTICEK L SN 3, FICER D E R
NMR (ZENKZE L =EEIEED 2 13 DO 25 2 & MEHE TR > T3, SCM DG DL EMED 7=
DIC DCH)-u y 2 #fTWEDY T FARY ¥ — 710 5 X 51 SCM i o—ME% LiF 5 (Ofdee%x -
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F3)Z EBNMRHEIEDHHECTH 5, B TIZ?HNMR & 7" F V3B HIZTFE L 2\, LA LR S,
BIRR D 72 D DS O — % 5 % - iIcEKFE(K (FEK, D:O) 2fid>DidERTchsd (Fv7n
FELBZ)

PFG 78 @ Calibration I D,O %5 2 &23CT& 3, 'H®D yu & (HNMR @ y .y DLLIF 2.675/0.411
=6.5 TH % DT, HNMR DLEGHIE i1 "THNMR 12t~ PFG OB g3 6.5 {53\ 2 23k b
2. LSS O 5387 ¢ HoO DHAEURESS 25°C DIFIC 2.30 X 10°m2stiC7 5 & & 134 < EiF & Ntk Fiy
CRDLNT WD, TOfE» LT XCTOIBEIEITA X — 32, H:O %{lio T PFG #E g o
Calibration #1795, IEBUREBIZEEZCICBIETH 5, FEHICDZ> TRE LV v 7LEERE LR
% Dl% 30°C LRETE 5, KA A v 2HK) DILEUREUE 2.55 X 107 m?s1(30°C) & L T g Dfii% ik
Db, ACILBUERP/NET WO T, KEh gz T2 Tcxd, 6L AZBILTH, g=10
Tm ! B|ARD g TH 5, KICD,0 Hv 7 LEZT, DO IKERT S H ORI ERIET %,
Z Doflx D/H i X - C&B3 %, EEOHEIERFITIZ 2.28 X 10°m?s! &b, MKk VELIR>TW
%, CORFEFASCHMONTE Y, HEKROKEEHHKEAK) ORE L Y KE V720 TH 5, RIC Tuning
% H HBIc b TIBUIE T 5, BOKCHEE L gDEZH>TRERS & ATERL = 2H OILEL
fRET 2.25X 107 m?s 1 ic 72 b . BOKDILEUREB L VW /hE v, T Dfi%fi> T g Calibration 179 &,
g~TTm! T 7 vy F 2175 2 LA T& 3, NMR #ECTHEL 7= gDfie Calibration L 7= g D
FEFRINIC 7 2 EHCTZDEARD 1 TH 575 O IEHIET 2 8IS F TICHIE L 72 DO o flEH T ix
H: 219X 10°m?%t, 2H : 2.07 X 10°m?st, F 7250k, H7x 572 D,0 % v 7V OHlETIZH : 2.23X
10°m?s!, 2H: 2.00 X 10?m2s', D,O % v 7V 3 ET 3 & ELAH D H,0 L Zd 2,

4.7 Sodium(*Na)

1=3/2, RIAFAEL £ 100%., AHXPRKREE : 0.092, WEKUAIHELL yno= 0.7076 x 108 s' T, EXPUBRT-E— X v/ b
Ona = 104 millibarn (10*'m?)

A vETH 1= 1 %3N 174 (Nuclear quadrapolar Nucleus) <& Y Hamiltonian (iR T
%, *H (I=1), "Li (I=3/2), "B (I=3/2) |3 VUt 1% TH % 23, EHRAREE CILBGAIE 3 2 RFic, T2 23
CHEL B3 oD CHLAMLES R LICHEER, S, Na Eith (sodium ion
battery(SIB)) 23FHH 415 X 5 17 o T, ®Na OYLEUHIE DB 3FEEIC e > T b, & & CHHFICHER
Lizwv, BB P EZBEBERICRIXKEZALA v 2 =3y F»OfER L 7%,  (http://hyperphysics.phy-
astr.gsu.edu/hbase/Nuclear/elequad.html)

Classical definition
0, = [pB* = r*)av

C3KT-I(I+ 1)
T+12I+3)

Quantum measuremeant

o

Q=0 Oblate
Prolate

I=1/2 ® 'H, BC, “F, 3P s & T3 OBFERFIREZ L T 3 O TR FRIRE#E 2 5 481375, 1
=2/3 ® Lilx Q 2N KB ISR VO T, IEHCIRLPIG TR IR 72 O T e o 7z
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APURG A A E R vg DIEFIL, v, =e?qQ/h  (Hz HfL) TH 2, eq 13KJE Y OELEAC % Bk L5
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Figure 1. The relationships between 7Li T; and correlation time . based on the BPP equation (4). The observing
frequencies are 155 MHz (solid red and black) and 78 MHz (dotted red and black). The assumed quadrupolar coupling

constants are vq =30 kHz (red) and vq =78 kHz (black). At the minimum points, ©,=6.3 x 10%s and 1.2 x 10°s for
155 and 78 MHz, respectively.
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