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Study on Recurrence Technology for Pd-C High Temperature Eutectic Point
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Abstract: This paper designs a set for recurrence of the Pd-C high temperature eutectic point, which consists of a high temperature furnace,

a temperature-controlling system, a pump, a gas protection system, a water-cooling system, a graphite crucible, a 2-class standard B-type ther-

mocouple and a Pt/Pd thermocouple. The procedure of filling the crucible and reproducing the eutectic point are presented, and the experimental

data are analyzed according to the recurrence results. It showed the reproducibility of temperature was less than 0. 2°C.

Key words: Pd-C; eutectic point; temperature platform; high temperature fixed point; thermocouple calibration; high temperature furnace

0 3|5

HATAE 1100 ~ 1500 CIRIEFEHE N, HELS 25
B BUARHES LA HEAT o 1 T B B R 1 Y 99
FPEH R I R AR A A E LA 2 ~3 T, 1
1100 “CRAE, {242 {0 P A% 338 AR 05K P S5 00 4 D7
¥, AR TR R AL 0 AN 5 A b R S IR T
BRI E £ (961. 78 °C) | 4 [E5E i (1064. 18 °C) | il [
JE L (1084. 62 C) AL FE— AT 5 5 o e, R H]
e YT A E MR B R R IR A, TR R
{EE A SMETH R 2Ry, S 30 TR IR X & 25
AN 2 J3E BT AR 2 T e T 0 O AR B K, B A
SEWTFEIN TRE S AN W7 K i, AR A R Tk A ey i 4
R A B0 DR K o

DR T DR 2T g LA T A G S W S R R A [R)

Y HER: 2015 -12-09

BEEWE: BZER"+H”HARERFEWIG H (JSIC2012205A003 )
fEE®A: BE (1979 -), B, I TEMA, &SHEIEI,
i, FEEASREE LT SR TR,

A, CCT( [ il B2 % 11 23 51 2% ) FAAE 1996 4F 3k 1 1Y
2 T B 1) e U 1 S SR B AE . 1999 4R H AR K
THEPERY Yamada &3R8 75— T &8 - ik &t
RIS R, HRTE & & T 17 e iRty
AU EE SR B TR T — R R
A IR SE TAED

ARSCERRF 1100 °C L w5 i B A e {8 B AL R o
KIGAIE, FFRET Pd-COH - fik, 29 1492°C) =ik dL i
SR P BN, LUE 4R PR A, AR S L B R
SR SR AL, KR S A - ik (Pd-C)
DX [ P 4308 88 (R FH AR () ik 2t (A 0 2 25
AT E BE M 3C A0 B 1°C 247, RoOR$m 7l
AR B ERR PR A S

1 BEERBEESENEE

Pd-C i 3 2 DU B 2 2l 1500°C iy il 24 34
o MRS RG . KR RS, RAURPERE . s
WL BEERIERG (Brr 2R LN A B
P fl) , B E AR EIE 1 TR,

o

N
/|

%

5



- 20 - R AR AR

2016 5 36 £ % 2

TR 5K BL o~
PRI i I e e
EhE NO 7 o
-] || e [
» sl s
Ooo0Ood
I:I I:I Oooagd
Ooo
I:I I:I | —
(v (DO} 7
e U 1500°C Eis s Pl
Bl RSz EoR 2K
1.1 FHiRH#Hp

IR Ry s G, T ORIEE R EK
K =B = B hl i X, RooiEh 4 s b
BREA NP, fRm A L BRIR EEET LLIA 2 1550°C
KT PID B4 B TR 42 il 7 A1 XsF 107 110 428 R AR Hle 2 B = Bt
Eo8 O LB U 701115 Wi )8 I I SR LI B =g
MEE . RS W EE, B 750 mm, HpE 55 mm,
WAZ 45 mm, —ui R H 4, —doA I H o I H R
S @k AT B, R RS R R A Y AR TR AR
— A5 AR A AR B I A, [RIRT & JE i 2 iR
EAKREN, PRUE_ om0 i TR 2R,

SN ARG, 7R 1492°C i H R XK N
100 mm, il IAHE EE IR E] £0.5C
1.2 HEZRS%

SEER AR, A SR IR CE A NI A T R
W, FETHEINIAT, 752 B2 R W R B 5
o WA G ESTERHNIEE N EZ B E] 10 Pa
LA K, il R SE I i 2K
1.3 KAERS

IRV R G F G IV HUK LRI BT 14 B . 1 1)
D@ B0k 25 . AESRIRat B, b s P R 4 A
HOTFET AN £ M &R &L 24T, WRAKR
WA EG L, 2SI, SECE B Y
PRBL o AT PRUE 4 S8 v 22 AE 5250 & il Ao AR v g kR
AR, L2 NIRRT A R KA B,
IBHIKHL R 4 I8 15 22 R AR 55, B A& 4 8
AR, RS R B NE 2 FTR

FETREMMEIR, KB R GR G R EKHL,
HRHKEEE T SCA AT, KRR EfE
5 L/min, i 222 EIELR

A HL il o] v

ki

B
i
B

e

P2 Bl s ik 2

1.4 RERPEE

AR R E R SRR H A, WA
Ao R A N A s gl AR (R, AR
A A R VE S AHE , FTIF RIS AT LA NI A
FREMEMEAR, fEEE TR A BN A A
R
1.5 AEHR

A B TSR St , IR R
SCHLR BRI B, SR ARG E R R R A A
WA Ry m gl B, LAl k5] 99.9999% , HAT
BLEFOALAR SR B, BE K 3% 1600 °C L I E T . 254
BT % 7 [ A v R It s SRR AR, IR
frekit, 2% K3,

HEW 3%
1 V'V,

TS

NAd 10N

MAER

\;i,\

1IN

YR
st BN |
§;i'

IR AN \ Q

A BN N

B3 St

1.6 HIERERL
BRERFOTH T Z R BT K
SO R Agilent 3458A H7 Z HIRRKEL
PR A fL sh e, T GPIB @ TR il #4iis
el =AU i _LAAALEE BEAT AL BERIAE i, AR



iR

AR .21 -

£ 1 A

T ORI B2 B BR RS e AT R, S B R ik
T B BRI AEpRfEARHLE R P-Pd A RIS AY . B
T A b o B A K 150 em, Pe-Pd BRVR ) K
180 cm PAFPMEHIE AR AR 0.5 mm, ff22 | 5F
AHME 4 mm ILEB 455, B IR AHEAME
AWIERSAE, REAT NI E A 89 R il 8 A 2 47 853
Wl BT

Pu-Pd SR R B A7 AR PR 22 BB B
WA ZEF ORI AR, 52 B #2204 5 Hh BLAS 22 1
HEG . FATSER R PP PR (I s R H G AR 4 5
A, MEXFIEOLT , A 2R AR T7 A7 kot
T 22— DR I B FH KR

2 Pd-CHBmEE

AT ) Pd R4l Sk 99.99% , Bk # 4l B il
2 99.9999% , HHIRVE I 2 1 e X HE R E AT T Ak
B, VEEEAT, AR EE T R - RS R
R A 2. 5% W EESKR, FREUIT# My oK, JFIRA
5o SRIEHHIR A A A ZE TR H B, R E
RGBT AT LA — R I AZH B R R R MR EZ
TR WAE S — U ARy A HE T 5 SR AT PRk .
H, HEXRFEFEMWER, HIREANREGH KRG,
W LB TEE, WMANIEEN, KSR E LIRS
ZiEZS T

THREA 5, RN EE MM, hEIN EE
WHEZBERE] 10 Pa KL RIAT . SR J5 M AT,
FITF 8 O R (1 78T, P AR A T 22
ERTN B A BN EAS N, XHERER T 1 AR
25 - FEMER o R T IR KPR B M HERR W R R
R, WEITEZANMES - REER . 5 —IKFE
AR, BEEREE N EE N 0.01 ~
0.03 MPa,

FEIa AR AR, = L B R bR TR A
Bf, Seia M b b R SR HGE R
1470 °C, 4y i B35 5 1470 °C oo —Beif], 2
JE PRI B R 1520 °C, 2 pmilk E] 1520 C 5
HR5 1 h, fEMCHAN], FHESBUE T mE, FHEEAAT
FERIACIR 1] A4 RF W 48 9 26 I 7E 0.01 ~0.03
MPa Ju [l N, FHR S RBREG R E, FFMERER, Sk iR iE
[ 2 1470 CHffae —<s, REtm ik, iENlEE
FUH ARG, IS — T R R
TERUE 4 s

K 4 v Pd-C 5 RYHHR SR E

P B AN EE N, 1 A2 6 mm, K
760 mm I ES R A ZNRE I, RIFE
SJEDE NG B R SR Pr-Pd A H (I v R
PR IIEHE, I O . THR TSR T
ZAHEZS - FTAMEIR, BRI s S HES, R
FElEEEAR, THES, MpiRisE] 1468 °Ciffaue —B
R R e 5], RIS TR IR T 1498 °C, %K
PERERGIRICH B AL M EE Pr-Pd 34 H ) (1 H 3
{H"7, SRAEIARN 1 W/ so S E W AR 105 K i
F1468 C, YT IREERE SRR, MHREE SR
fret, BERIRRLE R, SRR T 1 WL EEEEER, Ho
FEALTRERIRIZE 12 min 2247, AHRIHD, MAIC S A0 HR R 34
ARk ZenT IR EE IR R IUE s, B, Ebs -
B AR AT 2 A s A A e R

4 REEZRDH

TEMR P ISR R, XTI AT Tids. 5
FUH T A AR B s, Pe-Pd (52 BRI 3 Ay
AR B, IERER LT, SRS IMER S 0. 19
C, JEHEREMRERN R — KB B A RN
5 YGRS 1 Wl THERE,, ok S MEES 0. 12 C,

1490.40 - S PPl
1490.20 10~ -2 2%%B1H
1490.00 L

© T

= 1489.80 v —=

nia 1489.60 S R

7 1489.40 FONG W
1480.20 Fog———o=2

P =
1489.00 B ey p=|
1488.80 o Lt
0123456780910111213141516

ik ABL
K5 Pd-C &GRSR R8s
F 1A T IR BE R 1A R AT R S B 4K

P, AR A, Pr-Pd A5 A IR R TR T [ PRt
#1492 ¢,



© 22 AR FIES

2016 %% 36 5% 2 7

&1 Pd-C &5 5 ZINHKIPEILE

R R ER Y AR E/C S5 L/ mV
Pt-Pd {#} 1490. 08 22. 647505
Pt-Pd 1 1490. 18 22. 650097
Pt-Pd {8 1490. 27 22. 652164
2 ZEhRifE B 18 1489. 28 9.975270
2 ZERRAE B 18 1489. 19 9.974310
2 ZEhRvE B 18 1488. 82 9. 970033
2 SFRUE B Y 1489. 13 9. 973599
2 ZEhRifE B 18 1488. 91 9.971056
2 ZERRAE B 14 1488. 97 9.971695
2 ZEFRAE B 18 1488. 87 9. 970542
2 ZEhRifE B 18 1488.98 9.971876
2 ZEhRAE B 14 1488. 99 9.971983
2 ZEhRifE B 18 1488. 98 9.971832
2 ZERRvE B 18 1488.91 9.971086
2 SFRUE B Y 1489. 07 9. 972868
2 ZEhRifE B 18 1489. 06 9.972765
2 ZEhRvE B 14 1488. 84 9. 970362
2 SERRUE B 1488. 96 9.971595
Pt-Pd {8 1489. 50 22. 633207
Pt-Pd {8 1489. 48 22. 632639
Pt-Pd {8 1489. 19 22. 625338
Pt-Pd { 1489. 23 22. 626548
Pt-Pd {8 1489. 63 22. 636278
Pt-Pd {8 1489. 29 22. 627934
Pt-Pd 1 1489. 74 22.639193
Pt-Pd {# 1489. 33 22. 628977
Pt-Pd 1 1489. 43 22.631412
Pt-Pd {8 1489. 39 22. 630473

K16 1 1 H] Pe-Pd BRI 5E B (1 Pd-C 348
sEAEE SRR Z ., 17 WIS T H] B R
PIANFERERY Pd-C 35 it AL e [ i R 2. DXy
MRS, 4 MBI R AR EARR AR

23.000
22.900 .\ ‘
22.800 = %
22.700 = —
22.600 t t
22.500
22.400
22.300
22.200
22.100

et

g Hymv

0 8 17 25 33 42 50 58 67 75 83 92
I} 1] /min
K6 Pd-C 3L E4iEEE(2015. 7.9 ] Pt-Pd {5 Pd-C H{H5)

MINREE R E, I TARRERE R, H
52 IR R 1) A2 R AN AR PRI R ARG B9 o A A [R] A IR
)75 2 Bt B o R 22 (EAN BT 0. 2°C, HAR E PR RERE I
AR ESR . HE, HAE PR S E e LA
ZESEIR AR, A IR R SR AT Pd Ry 2 AN
PR — 20 TAR U R il PO BEATHELE , T

10.100
10.050
10.000
9.950
9.900
9.850
9.800

=

o/ mv

X 7
Y f
T T
T 1

T 7
T 7
T T
T T
T T
T 7
T T
T T
T T
T T
1 T
1 T
1 T
iy T
iy T
X T
i
]

9.750
9.700

0 8 17 25 33 42 50 58 67 75 83 92
I ] /min
B7  Pd-C AR EE(2015. 6. 10 Ji] B {51 Pd-C H{I%)
g8 IR PR
5 ING

i Pd-C g i 2 A 5 S B i A R

A1 S HER R BRI L MR RO FE T LA KOT TR Y A2 I 5

Krse 7 REAS Pd-C LA S B B TR, Z g R

BA B AL SO S22 A A ORI . T —28

VR E R i . BBt m iy E S e 5

A SR AL BTS2 b gY , 2 — 20 5 3 | R

SR, B S R IR S T R e TR A

HL A R 9 T

2 £ x #t

[1] Yamad Y, Sasajima N, Sakuma F, et al. Realizing fixed point
the copper point up to 2500°C using metal-carbon eutectics
[C] // Proceeding of TEMPECKO. 2001 19 -26.

[2] Yamada Y, Duan Y, Ballico M, et al. Measurement of Rh-C,
Pt-C and Ru-C eutectic points by four national metrology insti-
tutes[ J]. Metrologia, 2001, 38 203 - 211.

[3] Machin G, Yamada Y, Lowe D. A comparison of high tempera-
ture fixed-points of Pt-C and Re-C constructed by BIPM, NMIJ
and NPL[J]. TEMPMEKO, 2004, 1049 — 1055.

[4] Yamada Y, Sakate H, Sakuma F, et al. High-temperature
fixed points in the range 1150°C to 2500°C using metal-carbon
eutectics[ J |. Metrologia, 2001.

[5] E8Z, MORE, FEAR, % Bk Eandry
SLT]. e, 2007, 28(S1) : 23 -27.

[6] Yamada Y. Metal-carbon eutectic high-temperature standards
[J]. SICE, 2003, 918 —921.

(7] FBEG, MBI, ARG 0220 n 0 R B Y
[J]. iF&E24, 2010, 31(5) : 400 —405.

[8] Anhalt K, Hartmann J, Lowe D, et al. A comparison of Co-C, Pd-
C, Pt-C, Ru-C and Re-C eutectic fixed points independently manu-
factured by three different institutes [ C ]//Proc. Newrad. Davos,
Switzerland: PMOD/WRC, 2005: 289 —290.



