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(57) Abstract

Graphite powder having on the surface thereof closed structures in which the terminals of c-plane layers are closed in a loop form,
having a density of 100 to 1,500 pcs/um at gap planes among the closed structures in the graphite c-axis direction and having preferably a
specific surface area of not greater than 1.0 m?/g is produced by graphitizing a carbon material pulverized at a high speed at a controlled
number of revolutions for a controlled time before or after carbonization, or subjecting a carbon material pulverized at a controlled number
of revolutions for a controlled time before or after carbonization to an oxidation heat-treatment at 600 to 800 °C after graphitization and then
heat-treating the carbon material at a temperature not lower than 800 °C in an inert gas. The negative electrode of a lithium ion secondary
| cell comprising this graphite powder has both a high discharge capacity of at least 320 mAh/g and high charge/discharge efficiency of at
least 90 %.
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DT Z7 74 MyER%EZ DS pmPlE4s p mPITICE VAT L TH S EHEH 1
ERIBRICRIE Lo RO HE E RBREBRUARENROREM[EE L ITRT,
Bk, AREFITIE. BREBEEZLEOL ST @/ tmTdh - feh, R
LRI DOBIBER % L O BHICT 20, BLO/ F I BRILEOAFEKFTO
BAEZAEEZXOBLL B, XOBEI) +hiZ. MEEBREL LD/NELT
BLENTES, £, BMLBROArFHEIHT TORMBEREL L 0EPH (Bl
FOEER) IcFhiE, BLORFERy hT—7BLEOEEMEIDITC ., KR
HEETLDRELTEIENTE S,

(HLgedl 1)

EHaF 1 ERBRICL T, N7 AV 7 = — XOBFE. RIbE X R a L
ZfT->T 757 74 MKRER K, BL. B OBHRBIE O B854 4500
B TS, Boni 774 MKOEARIEBFHAMEEESK 3
IKRY e COBEENSOLNE LS. ABBERERINTOH D, 4 DFRE
BEOL—TOBBHEMNE . 10 nn 28125 XSRS WHEEREICE - TV
7o TD1H REITRIHEREORE Z80M, 1 m&/NX 78T,
D757 74 PRROMOKEMBE .  OBFRE AV TEREF 1 L ERICLI
AF V_IRBHAFREL. HEBESLOAEMBYRLAE L EELE 1ITR
T

®1
£ | 5| | BT | W &R | do02 | ¥y KE | THKE
% ” Bl | BE | ZEE | F& WE| BB | X
No. rpm am m*/g A A vm| mAh/g| %

0000 104 0.95 238 | 3.364 | 15.4 322 97
6000 107 0.93 260 | 3.364| 15.3 328 95
1| 1] 7000 106 0. 61 207 | 3.364 14.8 328 96
7500 103 0. 97 2371 3.364 | 15.2 324 90
8000 110 0. 58 270 | 3.364 15.1 337 97
£21 2| 7500 770 0. 99 2921 3.364 | 15.3 350 96
Bl 1| 4500 80 0. 97 247 3.365| 10.4 290 95
K=KMH. =Bl ; BreEiE 5 o/
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RiIbhobhdE5E. 75774 NEROHABEEOLIA A VBAYA T
H5HEBREMOBEES100 f,/ v mPl ETHS &, 320 Ah/kg 2BZ 58V Fv
LZIRBHOREBRENE SN tc, /. EHH 2 DX S i B LBLIER 1<
ZBEZHBL. BUOBUAMEETOE 2 05ETEET S &, MREOEE
WELCHER @b, FLIEEY y F1b) Lk, HEFBOEIZBBREOFEMH
R ILBREEREL 5T,

(EHH 3)

==V EyFLXDBONINNVI AT 2 —X%FEE L TERAIL &
FIRICH 1 DAEICLD 5T 74 MK ERLE Lo, B o EEEE 7500
ron& U, BHEERZ2ELXEc, Bohk /S T7 74 MR (5 ~63 e micEs
World) ORAZEBEOHREEE & LETEEDIES & —BITE 21ITRT, £
fo. EHA L EEBICLT,. TOF57 514 MNRKROKBERD L UHERBHR
ZREL IR OE 2 Ic—#ITRT,

(EHH 4)

T=N7—=VEyFIOBONIANNIAYT 2 —X%FEE L TERH 2 &
FERRICE 2 DFFEICLD ST 74 MRREZBLE L0, BRI ZZE L 12,
Bonkr7 5774 MK (5~63umicEEVA)) OMEMEOMBERE &
HEREE. BBREE. BOCIKKRETBB L UOEKRBIRER 2ICE LD TRT,
(Ll 2)

A=V FT—=VEYFLIOBONINVI AT 2 —X%&FEE L THERE 1 &
RIRICE 1 OFEICLD 5T 74 MREBRLE L 72hS, BT o B2 4500
romiCE TS, BREEEEE L, Bonik 57714 MBE (5~63um
IZE W) OEBEOHKEEE & LEEE. BHREE. L5CCKRERE
BLUORBBHFEER 2T LD TRT,
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2 3
&2
5 7| sk | ) BBRE | L WERER | FNE

KGN | | BlERE | B | BE | REE ShER
H| Gom) | G| um | (n*/g | (nAh/g) (%)
5 104 0. 55 322 97
15 103 0. 60 329 97
Emf 3 | 1 7500 30 104 1. 00 322 91
45 105 1. 50 328 86
60 107 3.00 336 84
5 770 0.59 350 97

EREFI 4 | 2 | 7500
30 770 1. 00 350 90
5 80 0.57 290 95
s 2 | 1 4500 45 80 1. 00 290 89
100 80 3.00 295 83

NG, HRETEIE 232~264 A DEEREA. d002 &
3.364~3. 365 A DEHA. FHREIZ15 e mBIETH - 7o

R2Dobha XHic, BEREEHNECRK213E. Bonicr 57 714 MK
DHEEENORE { - fed, LEHREIEREREICIEENIEE L) -
foo £ 1 LIRS, BREOBEEMN100 @, wmbPl Eic?is &, 320 nAh/g %8
Z5RVWHEBEBRENEONT, —FH . WEERIHRESRICHELRITL. I
KEMENL 0 n’/gkORELILBE, BRBHBENMET Licoicxt L. hREH
D10 n*/gPA T TH 5 ENUULOEOHRBRBENENE Slc, Tz, EHEfl 3
EEMH 4 L DI O, B 2 OHEICHE > TESMEBMER ICBRLANIE LR
EHEA AP TOBMIEEIT > TRAEBEZEL v AL TH, LEEEIZIFEEY
WKEALL Sl Ebbd 5,

(E 15 5)

KRB LEAEBBEEZR/R O/ 7774 M REKREF 1 OFREICLOBET S
xR, | |

A=V 7—=IE Y FLLEBONINIVIAY T =Xy F 2T LT VFHER
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. 1000CTHRAMLL 128, BoNIREMZ. BIEROKI0ETE % HRLE 1 ~80
pmOEEN LIS L5 IR L, BB, BEICN Vo= b, RicF 4 X
7059y Yy —=hRRAWTITotco Ny —3I LI EHY 1 THERALEZODOERL
THY . EEEEIZ6000~8000 rpnDHEANTH > 720 T4 A7 75 v ¥ v —I350
~200 rpm OHEHENTHER L. BRI, ThEFn 598 & L,

NWNOR=INETARI I Fy Ve — TR LICREME. TO®RERR 1
ERIBICEME L TEMLT R Z LIk D57 74 MK % BT,

Bonkr 5774 MEROHAEBEORIBRESE. LEERE. KEFR. £
&, REFTRBLXUOARBHERORBRER 2SO M s ick 3 icE
EDTRT,

(EHEH) 6)

AEROHI AR D 2HAEBEL RS/ S5T7 74 MOKREE 2D FEICE
DBIET BH1%E TR

A=NF—IEyFROBONINLVI AV T2 - Xy FE2T LT UBES
T+ 1000CTHRHFLL 72k, BOSNIREME. BIEROKIERE % HHIE 1 ~80
pmOEEA LR L LB L, BT 4 X775y Y v —DAERAVT
TV, 50~200 rpm OEFHN O [EIEE THEE L1,

TARITI Ty v —THRLIREME. TO®RERF 2 LEBICLT, B
SHMLBVLIE, B LAMES L7 LT VBRSSP TOMMELZ IS4, B5
N1er 5774 MROAEREOHRERE. LERTRE. BRFE. BRE,.
BMBERD LUORREHRORBRE R LR OEER L ITE 3 ITE LD TTE
7
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%3

75 | El#Es% (rom) | RIBRE | M tHm | Py | KEFE | THE

B | F4R) ‘i‘?%/ (im@?; %%) %% (mAh/g) )dgi)
6000 o0 105 0.97 | 1950 | 22.7 335 92

% 6000 | 200 108 | 0.89 | 202| 21 321 91
i 6000 | 150 102 | 0.83 | 1230 | 21.1 332 91
Bl : 6700 | 150 900 | 0.91 | 1150 | 20.7 351 92
5 7400 | 150 | 1320 | 0.92 | 980 18.9 351 93
8000 | 150 | 1460 | 0.94 | 1200, 18.7 354 95

S — 50 760 | 0.87 | 1770 | 19.4 330 94
%% 2 { — | 150 940 | 0.92 | 1230 | 18.7 324 92
— 1200 | 1200 | 0.96 | 240| 16.5 315 93

BRI 5 4R ; d002 Wb 3.363~3.365 ADHEHANTH - /.

B1OHEICBEOT, BE NV —3INVET4 RISy Yy — DL %
WTITS 2 & T BSMLRICPAZEBEOMRE OFEN100 B ptmPl EERmL.
fEETED 100~2000A DEEERD TS 7 7 4 MBERNEB SN, Fiznvw—
INVOEERTHREEEN. T4 2775 v ¥+ — QRN THE R TR % HH
TERIENTEZIEN OB, Nve—3DEEKE EFEE, B1OHE
THRBREEEL EFROIS00E, tmiEVEBXICETS75 7 714 MHERIE
bt

BLOAETE. TA4RI I Ty Ve —%2HOT0~200 rpn THFT 27213
TH. FAEBEOMRABRENEREICRE . Efif 2 5 X UEHS 4 LHBOD
BOWHEBREERT S 5T7 74 MREBZ I ENTE I,

(EHH 7)

EHHI 1 EERICE LOFEICLD ST 74 MREZEE L 720, B
[El#=50% 7500 ron CpFeBRRIE 643) & L. BSMbO D 0BEBRESEE L
Fo (BULEEERRIZ309) o Bohkl S 774 MBROEEREOHBREEES
JUOBEETELHETERS L UORKBHNR E—HICE LITRT,
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(EHiH 8)

Eitipl 2 ERARICE 2OHEICED TS5 7 74 MHREZEE L 1200, B0
[El#x50% 4500 rpn CRRRERRIE 543) & L. B8t O OBBIERE 221k &
5 Ltic, REFHIT TORICBMIESLA %2650 CX 2BMICEER L, *
DEDOT IV T LV FEKHTORMBEEAEIZERES 2 EFE L (1000C % 5 ) T
boteo oM T 57 74 MHKROHAEEEOHREEE L LOREEEES
BERBELUARBIER E—HITELITRT,

#z4
EHE | 5 | B | EeMb | fkE | K d002 | KEBEE | FNE

| EERR | BE BE /| ZEE ) hER
No. | & (rpm) | (C) | um (m%/g) | (A) | (mAh/g) (%)
7500 2800 103 0.57 | 3. 3650 324 95

EHEH
. 1 7500 2900 103 0.58 | 3.3632 331 95
7500 3000 103 0.66 | 3.3614 336 94
4500 2800 500 0.76 | 3. 3666 336 95

EHE
g 2 4500 2900 500 0.77 | 3.3643 345 95
4500 3000 500 0.71 | 3.3612 358 95

BRI S 2/ VTN bERTRIE210~23TA FHRAEIH21~23 4 m,

RKahrobhadkoic, BSMLBENEVIFLE d002 2N | K- THE R
MNE b, ZOBMHOREICHE> T, BREMRICIEELTICHBEETEN
|k L7,

(EHf 9)

EHEH 1 LEBICE 1OFREICED IS5 T 74 MREREZEE L 72, BEEOE
EREUTH00 rpm CBMRRBERDIE 5 4)) O—FIc Lo, BSMEBMBERICB SN
Z774 MRERBOVICEIOSKL T, PEHNBORR ZZBOBEKICHT 12,
B 5774 MHROHEREOHREARE S LUOREFEELHESEL LU
FIMBHRE —FEICE b ITRT,

Tl BT 57 74 MHROBEE LBREELEREZROLSICL THEL
2o TNHLDFERHE 5 IC—HITRT,

BEE
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BROEBEEZ IMKROFIEMDIEETH O . BREMAEL DO RILF
—HEZELT S, £ I T BROBEEZIIS 22500 IKHEI N/ v TEE
HIBEICECTRIE LTz, 7y 7EEIZI0EE Lz, BEENL 17g/ccll ETH
NIZBEROTIEENRIF (O) | 1. 17g/ccll ERiBEDBE BFEHRNRE (X)
EFEAM L 72
B B R e

BB X 51, BR EICKBRFOELET L. BROE V- 2B@ELE
WEETIARENEND 2, 22T V- —EIFRES R OREMBIcHWT
200 e mZBZ AR FOEEHN0.5 BREULULETHE 5774 MREEBIRG
BLEEWIRR (X) LFEL. 5 THVWLOARBIF (O) EFMHELI, 2D
IOBRBNMTFRERLERODEIVRESBUIREEKNTFTHE I E0EL .
TENGEOME X 0/PIVEBORIHEETRBREVRETH 5,

(EHi510)

EHifl 2 LK ERICLTE2OHREICLD IS T v 4 MR EEE L, 8
NI TTT7 74 PRREBVICLDSRL T, PEREORLZEEOBHFKIC
BFtce BT T 74 MEKROMERSOMBEEE S L OSEELELKES
BEIUVRBRBHRLOCICEBEE S LUBAR L —HBICELITRT,

%5

| (rpm) | ¢ m (m*/g) | (um) | (mAh/g) (%) | B | el
E 7500 104 | 1.69 4.1 319 90 x| O
H . 7500 103 | 0.64 5.4 326 91 O] O
1l 7500 104 | 0.54 | 32.1 358 9% O O
9 7500 102 | 0.51 | 37.4 331 9%6 | O| X
% 7500 768 | 1.64 4.2 325 90 | x| O
i ) 7500 772 | 0.72 | 20.1 331 917 | O| O
% 7500 750 | 0.57 | 34.7 333 9% | O O
10 7500 770 | 0.55 | 38.3 335 9% | O] X

BRI S 2/ IR b, BREFRIZ 245~276 A OHFFHN.
d002 i 3.364~3.365 A DEENA,
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75774 FRROFFREN/NE LD, HIC5 pmRBEMBFITEB &
BROKXMEBINENMET L. LEBEMNMEL B 7o —H. 75774 M
ORI ENB e mL DREL B L, BIRBEOREENET L7,
(EHEfF)11)

AEMHIL. LTEOEWEF 1 ~10B X OEBH 1 ~2 TBONITST 74 b
BREZAWK, K8ICRTHERFH O HERDOY 597 414 L ZIREILOERE
BlRT %o
BBl 75774 NRWERBRELEBSHORY 7 v b=y 7 (PVDF)
WEEMLZRE LABMENSERILI., COABMEEN-XFLEDY
FUICHBEIEEZEICLVABLAR—Z MROZRS Y —%, ABESKI &
BABRZ0u mOFROFMBEOHIICEBA L. BRIk, EHREL TER
Bk 1 ERIL 1,

Ef& 213, RERYF VLS ELERBRI VLN L EILEOREYEEKH,
900 CT 5 BFREBERR T 5 2 &I L D8 7LiCo0. 0 SPEBIL 7z, 18 S5172LiCo0, 13
XHREHTHE DR, ICPDS 7 7 £ M BEHF X 7:LiCo0, P E— 7 LB —HL
TWiz, ZTDLiCo0, &¥Hd X U3k L T, 50% BFEKIEAN15 £ m DLiCo0, ¥R
&L, TODLiCo0. #KISEEI ERBEY F 7 LK 5 EBHKEZEA LZEEHEK
ZIIERE,. BEMDOI ST 74 b 6 BRI, EEMOPVIFIERMEEALT
EBMEEZHAR LI, COEBMBEN —XFLED Y FUICHBSELR—2
MRZRS Y —%, EBEBFHIVEBIEX20umOHFROT NI = LABOWHE
ISR L, RIS B, ERRE L TRIRER 2 2ERI L 7, .
ROWT, K8ITRT LT, HIRAE 1. HIRER 2 B5XVEX2B L mOME
AR oL VT4 VL kDB —7 3%, BIRAKL . B/ SL—%
3. WIREMR 2. 2%V -4 3DJEICHEE L TH S HEER L T, AE18mD
MBMNBRALER L, CORBMEBEL, —v XL TR -HEE
MiE 5 ISR Lfco iIRBRBIERAD LTI 4 2R L. T3 =0 a8l
ERY — FI2ZEBEBKINSHEHE L TEBE T I, — v 7y VEAKY — N1
ZRBEBE I SHEH L TEE 5 ITEE LI,

CDORERNBBENIHSNBHES OFic, BREELT, =FLUh—
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RE—= P EVIFNH—-REx— FOBREN 1 : 1 ORABRICLIPF, 2RI H
11 MBEOBRZEA LI, ROT. BibES <. BREWBELE T %2
FREESHLOSCICBMET 2. BEICT A7 7V b E28BH LI@BHOTN R r v
FEENLT. WLOICKOEETAZ LIck, BRI mn « ®X65 mn O
R DI K BRR IR B A ERL 12,

K757 74 MBERICOVWT, EEBOXIIcL TEBMEMEREL. 2hoo
BHOMEEZRD L 51 U TEM L 720

Bl OFFALE

DREBEH  GRABBER4.2VE L., BRE 1 AT25 BHEAEEET- 12,
2)IMBSRM 100 nAOEEHR TEMBEN2. 5V ETHE L2,

DEE 100 nAT2. 15V E THREL BN SFEL 72,

DEMBTE PO 2~ 7NV TBOLNWLBEABRELEHETELE L THVK
=72 AREMHITIE50 OB O E I T

YA 7 IV FHREEBROKRLIZ200 Y14 7 VEOKERBA SR REETE|
STEZFHMEOEBIEEL L THW .

HREE6ITRT,
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30
®6
H| 757740 | BbE | RERE | AKE | EMEE | M)
EHEGIN. | | BERBLERG | BE % = 5
| FoldeH & m (mAh/g) %) (mAh) %)
5000 rpm 104 322 97 1601 83
6000 rpm 107 328 95 1585 85
EHHEH 1 | 1 7000 rpm 106 328 96 1593 85
7500 rpm 103 324 95 1585 84
8000 rpm 110 337 97 1601 87
Eiifl 2 | 2 7500 rpm 770 350 96 1593 91
Hggll | 1 4500 rpm 80 290 95 1498 68
54 104 322 97 1601 83
15453 103 329 97 1601 85
EHEH 3 | 1 3043 104 322 91 1553 83
454> 105 328 86 1514 85
604> 107 336 84 1498 87
54 770 350 97 1601 91
KBl 4 | 2 3053 770 350 90 1545 | 91
545 80 290 95 1498 68
s 2 | 1 455> 80 290 89 1495 60
1004 80 295 83 1490 72
6000/ 50 rpm | 105 335 92 1561 87
6000/200 rpm | 108 321 91 1553 83
6000/150 rpm | 102 332 91 1553 86
RHEHIS | 1 6700/150 rpm | 900 351 92 1561 | 91
7400/150 rpm | 1320 351 93 1569 91
8000/150 rpm | 1460 354 95 1585 92
-- /50 rpm| 760 330 94 1577 85
EHER 6 | 21 —— /150 rpm | 940 324 92 1561 84
—— /200 rpm| 1200 315 93 1569 81
2800°C 103 324 95 1585 84
EHEH T | 1 2900°C 103 331 95 1585 86
3000°C 103 336 94 1577 87
2800°C 500 336 95 1585 87
EHEH 8 | 2 2900°C 500 345 95 1585 89
3000°C 500 358 95 1585 93
WE 4 1pym 104 319 90 1545 83
PR 5.4um 103 326 91 1553 84
RIEP 9 | 1 wmas 1um | 104 358 05 1585 | 93
R34 m 102 331 96 1593 86
PR 4.2um 768 325 90 1545 84
Fif%20. 1y m 772 331 97 1601 86
RHEFIL0 | 2 FiZ34. Tum 750 333 96 1593 86
Fr1%38. 3 um 770 335 96 1593 87
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AFEIR A EBREBEE 100 @/ tmllEDT 5774 MBERERVIZY F
TLhAF VZREBHIZ. 75T 74 MRROBVARBHE, BVRERE. T
L TRIFLBFERED I HIC, BFENMEONE L. 757 74 MPRRERED cH
BRI B S NS IR I > TW B, BRIRODRIC L 57 AR
EVSTEBE LAARWRIEOIR I 59, BOY 1 7 VFENBRIFTH 5, BB,
EHBADOT ST 74 MK TIRLT200 4 7 ILVEIKRRBEDO% LU ELORE
TRETES ZEDERIN,

ot U, FBREZEES100 @ ¢ micZEL XV LA TR, KEBREY
17 VEENTNHEFEL (BT LT

EEZE F OF| Bl fet

FRERPICINE, VF LA VOEBRBAY A VTHET 5774 F cHE
RIGD N — TIRABEEOHREOBRENER LT 7 74 MRERMLEES
5, DTS5 T 74 MYKREYFOLAA LV ZIREMOEBMEIE TS &ick
O, FA 7 IVEMEN. 320 nAh/g 2B 3BVKBRREEZHFL. SoIBE
DOHREBZEYICHIET S LIk DEREBEHROED. VF U LS A VIR
BHMZIERT 22 E0TE 5, - TAHKBIR, VF v LZREMOBEHEEEI
H559 5,
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H Ok o # M

1. BRERETT 5774 b c HBOWMEMOIN — FRICBAU BAEREEF L.
75774 b cliARICE ) 5 ZAEEEMOBREOEED 100, ¢ mBlE.
15008 e mPATFTHB I LE/HETE757 714 MK,

2. HREBEHLO n*/gllTFTh2EROEHE | HERKD IS 7 7 1 MK,

3. XMEHFIC X 2 FEFRBRIEETRD /2 ¢ #(002) T (d002)
3. 3T0ALUTTHO, 757 74 MERTFEMN 100~2000A THb., oL —
Y —EFHELETRO A BRAE TR EN 5~ mThH5. FHROEHESE 1
IHG#D 'S5 7 v 14 MK,

4. BRALDRIB KU/ i dRICSEBFUE S hic REM %, 2600°CRIED
BETHEMEL TEMMET I 00785, FROBEF IHITIVWLEIHEHOL
T 1HICEERDO S 57 714 MEROBERE,

5. 75774 MREZDREERET S ENTEXEEMG T THMEL .
S OICATEEA X800 CLIEDOBRE THMET 2 2 L5185, FROHESE
ITREVWLEIHOWT N 1 THICEBO 7 57 7 1 M ROBE R,

6. 75774 MNRKROREAKRET 2 2 ENTXBEHET TORMENEBRAL
BB TH S, HROWMHEE S HLHDO /'S5 7 7 1 MROBIEF %,

T. BIELZ 7 74 MoK, RFEME2500°CLIEOBE THUE L TEHML
L. RALDRI R, 3 BMLBICHRET) C LIk DBLbDTHES., #
KIES 72X 6 MO 75 7 7 1 MR OBLE i,

8. HIRLZ T 7 71 MYRNRARBMERRT 2 LIk BLLDTH B,
BRES F/2F 6D 57 7 4 MREROBLEFE,

9. FROBMEAFI1EBELVLEIHOWT IO 1THIIEHO IS5 7 74 Mk
EERSDET B F LA L  ZIREO GBI F

10. FEROEHE 9 HL RO BBMEIN SMER SN BBEFAIZ) F7 LA
A v IREM,
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