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A Trial of Continuous Production of Iron Whiskers

Synopsis:

Akimitsu OKURA

Iron whisker, a single crystal of high purity, has high tensile strength, This material is expected to be
used as fiber in composite materials as well as electrical materials.

While whiskers have excellent properties, utilization is limited because of nonuniformity of length and

of diameter.

The author have investigated the optimum condition to obtain uniformity of length and thickness of
whiskers in continuous production by reduction of FeCl;-—nH,O with hydrogen. In this study the emphasis
has been placed on the description of the usefullness of a gas curtain device combined with hinged door
in the processing of iron whiskers, and the discussion on the growth mechanism has been made.
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Fig. 2. Characteristics of free jet flow.
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Fig. 4. Velocity distribution in each slot of gas
curtain.
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Fig. 5. Relation between jet flow velocity and gas
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Fig. 10. Schematic diagram of continuous produ-
ction apparatus for iron whiskers.
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FHRK ERR L OEIZHR%E Fig. 11wl dlLi. T
ER> GFRNFESVIKERE 4.5/ min Pl ETH458
THEXRL B EBBELPEEOR. BEE—4—0O
XD EER 3mm/ min~30 mm/ minD i THIET E
5.

BREEOF = IIWIROREREFRAL, ToE»
DIFNE, FAI—F o KoM ER Tt SUS27 ¢
»5. INHFABTEN T, BRUINEYE 3kW, RIGE
fnEh 8 kW HEAAINER 3kW o Ni-Cr b — & — Thngh
HELE U 20 —REERD, FAME (Fvi
<) OEEIFELALLEDLRE, DI TOAID
WTITEE S, Gk 2>2THEdT 5 HCl R0
AU ERBR SN/ DIFEMSET LicdD %
2oh5. O EMERMEEREETD O A CHESR
BEREE A

BRI RRR FeCly-nH,O (99.9%), @ZITAHF A
VISR 99.98% DKFH ARBERA L. U4 2 H—DH
RIZFERERIC X D, 7204 X0 — OGS KM
FHRrOFEI: X-Ray Laue ghiz X o7

4. RH5—n7v FICES
BEZHOBRY

FIGIREE, WM, KERE, FEEAE TP
RERYA RN - ORBRCRECEE LR RBIZIET 5.
FETUERDO/NEE (RE S5 mmg) »HAE 110mmg
DFR Ay —w7 v P L. ZOBELRORFOEE
LERTTEOFE— 2 r VUL ET vEFER LETH
Tl blsv. EBIFAFHEIIIERY 2 BEE Re 1
(V4 7 W XB) CHE—THZ LR I VERTEXS 2L
HBRTWBD. L2 T Ref(v4 /2 v IXE) &= —
FiL LCLEREFRFOEBIT OWT/NYETCOERIER
EHEBET L.

Fig. 12 iw/MFER X CESIF O 9 4 2 71 — DR

v

<

2]



GvAAH—ORELITET 2HME

793

Vopou pressure mm Hg

11Omm ¢
H; 630 cc/min
2000 °©
o]
1100
o
8
1 000} Z
50
o
Re)
I 9 1
600 700 800 200
Temperatures (°C)
201
BS
£
3
Lol
o
'\: o
L 10
K o
E ° o
)
c
R=]
b [o]
o
[re [}
o ] Q |
600 700 800 800
Temperatures (°C)
(b)

Fig. 12, Number and weight fraction of iron whisker in small scale furnace (55 mmg¢) and

v
¥ 3001 S55mm #
N H; 300cc/min
d
" 200} 1'%
E
» s o
3 o 2%
- :
) Z 100} ° -150
o o)
% o o
- o
; 1 1 1
) 600 700 800 3800
N Temperatures (°C)
»
b
> =
a0t
A &
s o ©
O -
> p\: 30 o
2 o
s § 2o °
A k=]
, § 1of
IS o
> = ° 1 ] O
c00 700 800 300
Temperatures (°C)
. (a)
4 bench scale furnace (110 mmg).
p. '
300 |- 2+ 630 cc/min
o> ° 850°%C .
a TOO°C > g
»
a
Y 5!\ a
) ~ 200 - s
% o
' ’§ ‘? o §
v 5 g ’
2 o0 é %
o 3 & .
f 5 2
| 5 s B % 2
~ ol e :
> o o a . 2 |
o] 50 100
? Liquid FeCl,7H,0 (g)
" Fig. 13. Relation between mean diameter of whisker
' and charged FeCl,nH,O.
A . , =
BIXOERE L FRIBEOREGRE L Lic. MUFICE
- WTRIEREARESLERR LRSS, ERFIKEVWTIR
. —EDMHEE L U, A X UERE & i LBy

%\ EiFAIL 650°C ~700°C TH5HZ Enbhrd. (BE

H,: 630cc /min

© 650%C

A 700%C
. o 750%C
£ L
£ 20
~ A a
£ a ©
[ ’O ~ ©
o
= a

(o] J‘ ] i |
10 50 100 150 200
Mean diometer {x)

Fig. 14. Relation between mean diameter and

length of whisker at various temper-

atures.

B L T B TARB IR LT < /N,
R L DI TH D BRIV TIEE W REUE
D72 FeCl, DFELADKFE & DRIGHTET T % HiCwE]
WCHHENS Z LBRALTI A 21— ORRE LV
WEABOTEEDLEDNRS.

YA AH—DEX 10mm LLET 50 BXOFEHAI L



794 % & €21 ®

62 &£ (1976) B 7=

EHEAZOREGY Fig. 13 1mL® L. BFRIEBER
HERIER LRod v 650°C & 700°C L Th oD/
—ERRD L — FOHE, KhDY A 2 —DEFREE
FRpEAR L & D RERT 5, ERABIIEHEAR
WIRFE LRV, BB YA 2D —DFIT /T Y AT
DFEE LD L. 2D EEY 4 2 H— RO
BT HERBEICE VT, F— MEEWEIC 2 RooH gk
BESEAIND A 2 — ORI LB BT RA
BV xDH—EDHE RS IhERETSC &
BEERT L. AR LAV A A —D 50 KDEHES L
Smm Pl LT S0ADFHAXDRAFKREY Fig. 14icLdL
oo TORRTXDEEN 0y, RX 10mm LT
&, ThEEwERLLNRS. Zhik, 94 2Ah—D
FRERFEITV, R (EBRL - HIERK) 0%
B, KOBEROBRERIGHEE TSR EZLDL
Twb.

FRISH/XRRED S WEEIBIINAEC b, FeCly
DIELNR K — MIINKEED REETEHU L Eh, FeCl,
OBBIFIF KN b EINB DU A4 A -3k Lic
{K&%. sz k I ImEHATR, EEFEHEAC ’?
Hidigvs. A4 20 —AERDADITIETE B FHEGR
MBIV EZNRTWBS.

—fRE N T ALORBTIC X2 TELNEE Y 1
AH—DOKE LEEHDOTEEI DWW TIRBELBE S H
D, FORFAZEE 100A~E » ¢, TXDHS
TEHRAMITIFEAEEENR TV E VDR TWS. &
TA AN —LOVTHRBTHB EEXLRE ML, £
RAafid a8ko 4 20— %8ET 5k, RKEERTO
RKEORENEELRREL LS.

5. EfmAlERER

RAEBERPCBE T S HRHRIBIE L2 5 L THEBK
i s A I T D

if@@br%ém—hm%ﬂﬁ#pGM;dem
REAL, RIGHOEE 700°C THK LASR, o4
AA—DOWREZ I %BLUTTHY, 9428 —10F LAY
ApEhd, F— MEIBICHERIRETIkI D v,

O LRFEHPCEENRBEERAN YA 2D —DEK
WEDTEELRAFTHEIEEATBLELLDEE L
5.

HCiERE FeCl, % K — MogibigEiREx » H,O
#ZxrhTh Sce, B X ldcc ML THE KRR
. TOFEER% Fig. 15 w L L. Photo. 1 ¥ H,O:
Scc IRIMFRFOFE% LT

H,O D& Sce, ldcc B WCIFIEN v FIEDL4

BAEMEZFRL, /o FeCLAEntEme & Hicigx
HHEINT 5. LHULKIONT Y FRKREL L S{EHAE
L#® Lic. FeCl, ftima v svCld, Fig. 16
KRTZELHEBL 1 28—k Shi.
FREBEDEBOIRIIIYA 20 —DAERICITEA
FEBEIEIN T E SRR L.

6. HERBEBEIUHEHCETIER

FeCl,-nH,O %A Lic & — b & KIS HEERC T4
RPICBE LSS, 55V ikiERh FeCl, 238 AH,0
% aFeOy NN UL A-A £ D8k 4 20— 23F L
L, T3 THWIEAEREBITLACERIREVWE WS
R by, NeF AMONKERTICL B V4 2 -4
RS, B L UERE, MEMERETL YA AN~ 0

20
i Botch furnoce 4 Woter ldcc
Iy © 650°C A, Sce
@ Continucus furnace
4 700°C o a (o)
o
° 10} A Woter 14¢c
~
& a . Scc
k=] a
E A
pa o ° a
= X No wote
‘@ [e] A waier
2 o0 l !
o 50 |
Weight of FeCl, R (g) 100
Waler I4cc Water 14cc
2000 - © 4 Scc
o (b)
Water Scc
A
A
5 1000} ©
L2
g o
=
: No water
0 - 1 1
0 50 100

Weight of FeCl, (g)
Fig. 15. Weight fraction (a) and number (b)
of whisker in addition of water vapour.

Photo. 1. Growth of iron whiskers by continuous
production. Mag. 1X.

8 —

—A

"4

a2 N

»

»



o

& -

-t

[ 4

[

A AD—-DEELICET TR 795

300 |-

o Water 15cc

x o Scc
- {H, 8//min) °©
2 o
. 200
[G) X
e
X
E 8
-— o
° &
£ 00 %
L] = (o]
5 8 x
S 5
[
2
=

L1 [EN RS I N LI

o
0 10 20 30 40 50 60 70 80 S0
Weight of FeCl; (g)

Fig. 16. Relation between mean diameter of
whisker and charged FeCl,.

W OWTEHETOEREYTH. .

FoLdENITEL, V4 2D —DOFRERTMERK
BRTHDEHIED.

—RIC A A —DOREREIIT RIS NEERT S
DT, BIL7 o e 2R FENREEIZET 20, &
B LS LT AWERORECHBE Lcirhn, fdid
ROTERL, WEPHEOBRIC—EOEIETIT I &
DgEh TV 5.

oA 20— OEEVIEBILER T R TOMEOR &
DBENWIC L BFRE, HEWIREEABE TS Z ik
RLTOA 2D —DBRET B EE X

HEMLEDB AT DFERORE T 2 € A& F5bITT
HHH, Ny FRETERD, WECRGFRICELEED
WERFIRABOEET S, Load 2T 2 RITTEB DK
EH R BRIk L, oMb T o € R WEL
H,O0 OLOBBTIA A D - RETH T LTl 5.
ZOBEDOREIBOREICI L LD DO TH Ny FI
B L, -5k bobnLE L LN, LEO YA
A — DK NCHFE T Do fafmibgkic X 24 D
THD.

PREh FeCly 2 K — M A L7ztg HO 2 imhind % &
WDORGI LY FeO BB EINDE (pu,o/pn,>0.02)

FeX,(g) +H,O (g) -» FeO(s) + 2HX (g)
Fe(s) + H,O(g) — FeO(s) +H,(g)

D FeO A — HEEMO e FeCly iRE DR\l
TEKEhD. ERORIGOMICIZEAED HO &+
— Ml S, CoOREETORG BT, FeX,,
H,, HX, FeO XX H,O TH5, RIT,

FeO(s) + Hy(g) — Fe(s) +H,O(g)
FeX,(g) +H,(g) — Fe(s) +2HX(g)

DG HE2 T FeO EKEICH /IR @BILgRdB £ T 5.
TNBEBEHIEE LI DT IA AN —DEERK T 5.
Tiabb, ThLhOREEOBFERL Lo, Ui
ek M TFER, HDVIEAT v TEECZ ZRBIE
X FeCl Ik EBEILICX W Fe 245kL, T 5D
¥ v Fe RFIBERPIC AT » P EICBTE LStk
Faiir, THhOEGPERICE D 94 20—l ET
5.

DA AH— DIERFE AR DO AT 5 K408
Brhxntwsd. fHluiEdhio s e B ks 27
v TWRET 2l ES, LA HmoiEER I X 5%
RO EBRIEI T EYY.

R KOVEE, HORECO2VWTIR RO ELEX
5. U4 AH— DR CIEREENC XD FeCl, Dftia
Ais L kb, FeCly, KRR DEMED ST DD THUL
RIHERICA S, S SICRRIERTH T H E A RE Tk
{LEEMIZETE, DX 2 RITHIC Fe [RF-AHlAAEN
TRKOEE» BT Z OB TERARTHIM L DK
faiAshs & Bbhs. '

bR eERIGEN YA A —D% 1, BROEE
OBBETHELNDN, ZhoBERES T, SEER
RO Dk A AD - DOEBEHEERTE VA A —0
TRDEMR > SR O 1L CIRH IR L, TORE
HEV 700°C ik \vT 25/ sec THDo7c.

COFRENLHEBRE Y 4 2 H —OELEE FeCl,
(EEAR:, BURGREHIIS XY pryof/ bu, OO KN L2
LB, WCEEMCODVWTETOEREMZS. U4
2 H — &R hic 0T, EEMEOBbEHEE PO,
ZOEF vy VITELFf SR TVS. L LEDE
At Yo TR Rk & T ORI BN T B RE &
5. FRCHERE—T 94 2 — S RICRIET BE0T
VTR FHLREAR OB E VWA D.

Bl Cl, 8k A 2D —OEELICLELEENE
b BRI INEE LG 2 n s, EIbo7zdiw g <
DR A T HHEATFRIND A EHEANC YA XA
—H BT HEEEOKMER A0 T, ThbEHIT
BEEEHRITLTAL.

Na S ALOKERTICE DTHER Lcgky A A A
—VIRREHEHEIC X D, 400 kg/ mm2~600 kg/ mm? 3%
ExRLOVA AN —EXNUTORED VA A —D 2
BiokplTE s APEGEEE (£K400°mm. £ 11°
mm¢) OFEAENOMBEFIRICI D L, MFEDOIA
A H—% 0.4~0.6 kg/day/ | FFRE, HE1T 2~3 kg/
day/ 1% &75%.

—9 —



796 & & 8 62 &£ (1976) 75

Table 1. Results of investigation by Laue method.
Samples | Crystal orientation Crystal plane Sectional form Dimension (g) ’ Ratio ?i /lz;)th sides
1 <100> (100) rectangular 70x 65 1.08
2 <100} (100) 7 80x 77 1.04
3 <100} (100) 4 40x 50 1.25
4 {100% (100) 4 68x 72 ‘ 1.06
5 <100} (100) ” 84150 1.79
6 (100> (100) K 64153 2.4
7 {100% (100) quad rate 70x 70 1
8 <100> (100) 4 30x 30 I
9 <100} (100) 4 30x 30 1
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Fig. 17. Relation between crystal orientation and
ratio of both sides (a/b).
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