wmlaaqmﬁgﬁlumsammﬁﬁ@iaawu”&%amﬂmwLLazauﬁaL%\ma

P31 nNAUTAINNaZN7

Aa a

Sy iwus

Ve

Qs =
anm ﬂsaﬂm

LRWAG AL MAGINYIRY URIANLIRD AR WATWNIILIA! LN LT UEIUR IV INTTAN T
aunangaIingmaasumidia mandnmaluladdnyuiluaziaiasdzay
UNINAN 2556

a aQ Q{ =) Q =) =)
fANTLIUVINKIINA Uﬂ%uﬂi%'ﬂiﬁii@&l



AN ﬂ‘%‘qh. (2556). leaoqmwgﬁiumsamuﬁﬁ@iaauﬂ&%amumwua:auu‘”&%aﬂamaa
snoudnaanazm. dsyaninus m.au.nalulafoyydiuaziadalszan).
m;amwea:ﬁ"meﬁmfmmé'ﬂ VANINLIRLFIWATUNTILIN ATKSATINAIT

AILANHTILAEATTE AT 2INT WAUIE, J9manTaTd avmMyIw TATNA.

A A v Aa ' & ' ' ' '

Lmamwvl‘nmﬂuﬂaﬂmmmmqmmmaa"lmlmmlmimwm WINLANLIN LI RINITD
aﬁ’wgammidoaaﬂmmm‘i’ﬂu@mﬂizmﬂvlﬁ LAAIINYIDNA FIBNRNVINSAUT AN 1IN Lo
LA TaNanwN1IN1IAN LLﬁdﬂﬂﬁ)ﬁ;ﬁﬂ@Tﬁmiﬁ@ﬁugmmnmﬁﬂmﬁmnmﬁ'a RS RGP REY
L°1T11ﬁ11umﬂﬁﬂ°naammamnugmslmiﬁ @”ﬂﬁfumu%”ﬂﬁﬂumiﬁﬂmNamadqm‘ﬁ{}ﬁlu

Q/I { ] ¥ Q‘l/ =) =) Q€ =3 =)

NILUIUNIRIDNAUIIAMINNAZAA ﬁwwuﬂWiaanwuuﬁumuaﬂuIa%:meqmuazaaaaslLau
ﬁqmw{}ﬁ 400, 500, 600 LAz 700 BIFLTALTUR BIANAIUINAINNAZ NN LT I IT LTI 3
§a3 AMNBUBANEIFULANIINNLNINLR RN ALTINA LA AN AN U LANIZUDILATIRIS
ag'amﬂ@i”’asmé”aa'gamsﬂﬁ&ﬁﬂmammm&aamm ﬁnmﬂ%mmgwgulumnmﬁwﬂsmmn
AN ﬁﬂmgﬂi’]waamnm‘hﬂsmﬁnﬂmﬁmé’amﬂamuuuﬁuﬁmmﬁu ANBIAURIN
YDITAUADTERINLINNANUTIAIINALAIINUNWTWINITU ANBITALLANUAILIDNAIBITANT
GIGR drundasranisadsiinazioulad wazldldsunsuimage J  lunsieszviug
HANINNHEIILAILI DN FU TN AIINALZNITLATIZHA ATIRIWINANAIRAT AULNARALATA

6 A Lo A Y% % 6 o o<
andLsdaWunInTe WaliidnlanisieasdlsznauaadgnnudUsaannazng INNKNanT
Tezdwuinennuilasdsenauninaa 6 Tha Aa CuAgS, Ag, Cu,S, Sn,S; SnS WAy
Cu,SnS, Iuﬂ%mmﬁl,mﬂ@mﬂ”ulml,@iazqm LRZNATDINIZUIRNITRIDNNLIN qm‘mﬁ“

4
manzanlwn13ass1nud s aanasia fa 500 Ay 600 oIFILTALTHE LLazqm%Qﬁﬁ'oga
fanal¥danununvestusandonmanndun waswuannluiwnuiidusaaosidn SARENMEY
@i"}ﬂiﬁﬂmnmrﬁgm 2 IﬁﬁWLaﬁlﬂﬂ%uﬂmgwgu LLamslLmﬂﬁ'awq@aanmn%mmé’aaam?u
ﬁaﬂ‘ﬁq@ gmmnmﬁﬂﬁﬂmﬂmﬂ”ﬁgm 1 lﬁgﬂiﬁwaamnmﬁﬂﬁﬁmﬂmﬂdma“dmﬂamu

AUTUINWEIRLU RO UL LRI Uﬁq@



Pathra Srisukho. (2013). The effect of temperature on the microstructure and mechanical
properties of nielloware without lead. Master thesis, M.Sc.(Technology of Gems
and Jewelry). Bangkok: Graduate School, Srinakharinwirot University. Advisor
Committee:Asst.Prof.Dr. Kagreeporn Wongpreedee, Assoc.Prof.Dr.Kanjana
Chookruvong.

“ Thai nielloware is an invaluable old craftsmanship. Niello is a black mixture of lead,

copper, and silver, used as inlay. Since lead is the main component, it affects trade barrier

and cannot be exported to international markets. Although the nielloware production has
been developed without lead filled and passed on generation to generation, the artisans
cannot be understandable in the new innovation of lead free nielloware. Therefore this
research is the study of the effect of temperature in a black amalgam of alloys (niello)
without lead filled into carved grooves of 95Ag-5Cu, 99.99Ag bases at 400, 500, 600, and
700 degree Celsius. Three formulas of niello without lead used in this research. Research
studies characterization of microstructure, porosity in nielloware and shape of niello after
these niello mixture are put in and set on both silver bases as well as the thickness of
interface between niello without lead with Ag substrate and crystal structure. Fractrure of
niello without lead are studied by bending method. The results show that all three formulas
comprising of all six compounds of CuAgS, Ag, Cu,S, Sn,S;, SnS and Cu,SnS,, but in
different quantities in each forrnula. Formula 2 niello bar has less porosity and less
fracture. After putting niello mixture into the pattern on silver, formula 1 niello bar changes
its shape the least, The best temperature for niello without lead process are 500 and 600
degree Celsius and the higher the temperature, the increasing thickness of the interface
layer is.  Particularly the 95Ag-5Cu base when bent, it occurs more fracture than the
specimen with a thin interface layer. The analysis can be concluded that, niello bar of
formula 2 on the 95Ag-5Cu base by the temperature of 500 and 600 degree Celsius makes
the most appropriate nielloware product with the lowest porosity and the best shape
because of the least changes of niello affecting the pattern of nielloware and make good

hardness.
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3.6.2 AW (WU cross-section)
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Mean Std Dev Mean Std Dev
95Ag - Nielli 1 - 400°C 7.84 7.70 99.99Ag - Nielli 1 - 400°C 5.80 9.80
95Ag - Nielli 1 - 500°C 1.82 0.99 99.99Ag - Nielli 1 - 500°C 0.10 0.49
95Ag - Nielli 1 - 600°C 2.20 2.25 99.99Ag - Nielli 1 - 600°C 3.63 5.45
95Ag - Nielli 1 - 700°C 1.63 2.41 99.99Ag - Nielli 1 - 700°C 4.99 8.41
95Ag - Nielli 2 - 400°C 3.88 1.69 99.99Ag - Nielli 2 - 400°C 2.63 1.06
95Ag - Nielli 2 - 500°C 1.60 0.35 99.99Ag - Nielli 2 - 500°C 1.61 0.72
95Ag - Nielli 2 - 600°C 1.98 1.69 99.99Ag - Nielli 2 - 600°C 1.90 0.60
95Ag - Nielli 2 - 700°C 2.04 2.61 99.99Ag - Nielli 2 - 700°C 4.82 5.78
95Ag - Nielli 3 - 400°C 13.78 1.99 99.99Ag - Nielli 3 - 400°C 7.67 4.71
95Ag - Nielli 3 - 500°C 6.63 4.49 99.99Ag - Nielli 3 - 500°C 4.00 4.19
95Ag - Nielli 3 - 600°C 2.16 0.85 99.99Ag - Nielli 3 - 600°C 1.62 1.09
95Ag - Nielli 3 - 700°C 4.81 4.09 99.99Ag - Nielli 3 - 700°C 8.17 10.94
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%0 A AIDNGIUINANNAZNIVUAARBELIW 95
10 A
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95 ﬁqmﬂgﬁ 400, 500, 600, 700 AIFLTALTHE WAZAINWNDNANLUSIULNSUNLNWN

Faniduinamin
prouddTd awnudn amnmnd IR MWEUNN %Nuiinue %Nune-
Mnaia (°C) Image J (A) %ua331(AA)
gas 1 95Ag-5Cu 400 1.1-400-95 20.44 -1.28
1.2-400-95 23.82 2.10
1.3-400-95 21.38 -0.34
1.4-400-95 22.36 0.64
gas 1 95Ag-5Cu 500 1.1-500-95 21.376 -0.34
A F
1.2-500-95 20.26 -1.46
[
1.3-500-95 21.95 0.23
1.4-500-95 21.38 -0.34
[
gas 1 95Ag-5Cu 600 1.1-600-95 20.44 -1.28
.
1.2-600-95 21.72 0.001
1.3-600-95 22.02 0.30
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poudUng i aonnd INR MWL %Nuiinad %NunN-
Nzt (°C) Image J (A) %ua331(AA)
1.4-600-95 26.19 4.47
gas 1 95Ag-5Cu 700 1.1-700-95 2296 1.24
1.2-700-95 21.78 0.06
1.3-700-95 21.37 -0.35
e
1.4-700-95 - 32.80 11.08
a7 2 95Ag-5Cu 400 2.1-400-95 20.82 -0.90
2.2-400-95 21.15 -0.57
2.3-400-95 22.358 0.637
2.4-400-95 21.19 -0.53
o
gas 2 95Ag-5Cu 500 2.1-500-95 _ 21.32 -0.40
2.2-500-95 20.77 -0.95
2.3-500-95 21.04 -0.68
2.4-500-95 26.23 4.51
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audUe AW gmwg“ TRE MWW %A UADNN %AUANG-
Nzt (°C) Image J (A,) %mmgw(AA)
§07 2 95Ag-5Cu 600  2.1-600-95 21.07 065
2.2-600-95 20.71 -1.01
2.3-600-95 21.45 -0.27
2.4-600-95 21.38 -0.34
E;Wli 2 95Ag-5Cu 700 2.1-700-95 23.70 1.98
2.2-700-95 24 .58 2.85
2.3-700-95 I .I 31.60 9.88
2.4-700-95 25.34 3.62
§a3 3 95Ag-5Cu 400 3.1-400-95 20.26 -1.46
3.2-400-95 22.32 0.60
3.3-400-95 21.61 -0.11
3.4-400-95
- s 021
gas 3 95Ag-5Cu 500 3.1-500-95 21.36 -0.36
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audUe AW gmwg“ TRE MWW %A UADNN %AUANG-
Nzt (°C) Image J (A,) %mmgw(AA)
3.2-500-95 22.31 0.60
3.3-500-95 22.20 0.47
3.4-500-95 22.13 0.41
§93 3 95Ag-5Cu 600  3.1-600-95 20.76 -0.96
3.2-600-95 19.09 263
3.3-600-95
— 21.29 -0.43
3.4-600-95
o 2 087
807 3 95Ag-5Cu 700 3.1-700-95
4 A 22.00. 0.28
3.2-700-95
- 24.84 3.12
3.3-700-95
3.4-700-95
Ol o 7.35




71

a

Q; a a s
7%n B ﬂ\‘m3J(ﬂ’]l]ﬁ?ﬂ%ﬁﬂ@ZﬂUUHIﬂﬁzLduﬂiﬁﬂﬁ
-— q

Q‘V d o QII a a Qg
f1313 14 LLﬁ@]\‘]ﬂ’]W"Ij%d'ﬁuﬁa\‘]ﬂ&l@]’]ﬂi’]ﬂﬁ]’m(ﬂzﬂlf,;{(ﬂi 1 i;{(ﬂi 2 LLﬂzfﬂ(ﬂi SU%IGWZL\‘IWIJT&TH‘E

ﬁqmv&gﬁ 400, 500 , 600, 700 BIFNLTALTHF LALAMNUNDNGWUTIUNUNUNUNRIUN

WD UBUINWLIN
PNONEUTIA SUINWTY qnmnu“ TE AWEIH %D %RUD-
NnAzi (C) Image J (A %anasguAa)
gas 1 99.99Ag 400 1.1-400-99 18.49 -3.23
.
s = 19.92 -1.80
1.3-400-99 o 015
1.4-400-99 — 2106 0.66
ig@li 1 99.99A¢g 500 1.1-500-99 20.82 -0.90
. ] 19.46 2.26
1.3-500-99 _ 19.89 1.83
1.4-500-99 — 21.13 -0.59
E:(@li 1 99.99A¢g 600 1.1-600-99 21.71 0.0
1.2-600-99 S 22.08 0.36
1.3-600-99 - 2132 -0.40
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e e e qmwg“ TRE MWW %A AN %RUANA-
Nzt (°C) Image J (A1) %mmgm(AA)
1.4-600-99 - 20.06 -1.66
ARl 1 99.99A¢g 700 1.1-700-99 - 23 65 193
1.2-700-99 — 24.09 2.37
1.3-700.28 a 27.04 5.31
T-4a600-99 R 27.83 6.11
AT 2 99.99A¢g 400 2.1-400-99
’ N .82
2.2-400-99
- 22 o4
B.400-99 & N 21.08 -0.64
230059 e 21.35 -0.37
E;JWI? 2 99.99A¢g 500 2.1-500-99 — 20.63 -1.09
2.2-500-99
— 22.51 0.79
2.3-500-99 — 21.75 0.03
2.4-500-99 —— 21.07 -0.65
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oL Sundu aonnd THE WU %R ufAnae %RUDU-
Nzt (°C) Image J (Ar) %uasg1uAA)
g03 2 99.99Ag 600  2.1-600-99 — 2109 0.63
2.2-600-99 —-— 20.11 1,61
2.3-600-99 l I. 25.56 3.84
2.4-600-99 21.56 -0.16
503 2 99.99Ag 700  2.1-700-99 b 3.30
€~ =
2.2-700-99 2107 -0.65
2.3-700-99 29.85 8.12
2.4-700-99 26.46 4.74
503 3 99.99Ag 400  3.1-400-99 22 51 0.79
3.2-400-99 20.90 -0.83
3.3-400-99 20.84 -0.88
3.4-400-99 20.63 -1.09
7073 99.99Ag 500  3.1-500-99 21,648 -0.073
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proNdda  Sunndn aonnd TR MWEW %iufinud %AUDAF-
NNAzH (°C) Image J (A1) wonasgAa)
3.2-500-99 20.78 -0.94
3.3-500-99 21.54 -0.18
3.4-500-99 20.43 -1.29
a3 3 99.99Ag 600  3.1-600-99 22.53 0.81
3.2-600-99 21.94 0.22
3.3-600-99 2205 0.33
3.4-600-99 20.09 -1.63
ga3 3 99.99A¢g 700 3.1-700-99 23.63 1.91
3.2-700-99 25 34 3.62
3.3-700-99 27.66 5.94
e
3.4-700-99 2205 1.23
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%Nielli Area-%Standard area
n
1

400|500|600|700 4oo|500 |GOO|700 400|500|600|7OO 4oo|500|soo|7oo|400|500 |GOO|7OO 4oo|500 |GOO|7OO Temp(C)
1 2 3 1 | 2 3 Niell
Ag 95 Ag 99.99 Alloy

Std Dev

400Js00[600|700}00[500/600{700f400]500]600|700f400]500600[700}400/500]600[700(400/500]600[700| Temp(c)
3 2 3 1 2 3 Niell
Ag 95 Ag 99.99 Alloy
M um@;:ﬁuﬁmm%awLL@iazgﬂ"szﬁmwwm gmsndamaa sueiduisuinamaan
‘ Mean Std Dev Mean Std Dev

95Ag - Nielli 1 - 400C 0.28 1.45 99.99Ag- Nielli 1 - 400°C -1.39 1.47
95Ag - Nielli 1 - 500°C -0.48 0.70 99.99Ag - Nielli 1 - 500°C -1.40 0.78
95Ag - Nielli 1 - 600°C 0.87 2.49 99.99Ag - Nielli 1 - 600°C -0.43 0.88
95Ag - Nielli 1 - 700°C 3.01 5.42 99.99Ag - Nielli 1 - 700°C 3.93 2.09
95Ag - Nielli 2 - 400°C -0.34 0.67 99.99Ag- Nielli 2 - 400°C -0.46 0.74
95Ag - Nielli 2 - 500°C 0.62 2.60 99.99Ag - Nielli 2 - 500°C -0.23 0.82
95Ag - Nielli 2 - 600°C -0.57 0.34 99.99Ag - Nielli 2 - 600°C 0.36 2.40
95Ag - Nielli 2 - 700°C 4.59 3.59 99.99Ag - Nielli 2 - 700°C 3.88 3.63
95Ag - Nielli 3 - 400°C -0.29 0.85 99.99Ag - Nielli 3 - 400°C 0.50 0.87
95Ag - Nielli 3 - 500°C 0.28 0.43 99.99Ag - Nielli 3 - 500°C 0.62 0.59
95Ag- Nielli 3 - 600°C -0.79 1.45 99.99Ag - Nielli 3 - 600°C 0.07 1.07
95Ag - Nielli 3 - 700°C 4.14 3.1 99.99Ag - Nielli 3 - 700°C 3.18 2.10
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Lmenm‘hﬂﬂﬁmﬂmﬁagm 1

Operator : Chaweewan
Client : none
Job : 2011_1
SEMQuant results. Listed at 14:03:50 PM om 7/7/2011 Counts 5.01.(7/7/2011 14:00)
Operator: Chaweewan -
Client: none
Job: 2011 1
Spectrum label: 5 01

System rescolution = 79 eV 8000 4

Quantitative method: ZAF ( 3 iterations).

Analysed all elements and normalised results. S
1 peak possibly omitted: 0.00 keV
Standards : 6000
s K FeS2 01/12/93
Cu K Cu 5/22/02
Ag L Ag 01/12/93
Sn L Sn 5/22/02
Cu
Elmt Spect. Element Atomic 4000
Type ] b3

S K ED 24.81 43.86
Cu K ED 48.47 43.24
Ag L ED 3.01 1.58
Sn L ED 23.71  11.32 Cu
Total 100.00 100.00 Sn |

1 1
* = <2 Sigma 2000 |
Fi $n
== - Ag
s Ag
Cu | Y5 Ag- Cu
Ag = -
Sn 0 — === T

0 5 10 15 20

Energy (keV)
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7/
Al X1.000
B

Operator : Chaweewan
Client : none
Job : 2011_1
SEMQuant results. Listed at 14:13:24 PM on 7/7/2011 Counts 5_03_black area of Eutec. (7/7/2011 14:10)
Operator: Chaweewan
Client: none
Job: 2011 _1 3
Spectrum label: 5 03 black area of Eutec.
Cu
System resolution = 79 eV 8000-
Quantitative meth ZAF ( 3 iteratiocns).
Analysed all elements an rmalised results.
2 peaks possibly omitted: 0.00, 1.78 keV
Standards : 6000 s
s Fes2 01/12/93 i S
Cu 5/22/02 i
Ag 01/12/ ]
Blnt nent Atomic 4000
3 % i
s K 0.83  36.40 u
Cu K 63.91 56.36
Ag L 0.87  0.45
Sn L 4.39 6.79
Total 0.00 100.00
. 2000 sn
* = <2 sigma e
Fit Indices Ag
5 x 3 Ag Cu
s K 3
A
cu K At vha- AN \ o,
Ag L »3 0 T
snlo 0.5 0 5 10 15 20
Energy (keV)

Operator - Chaweewan

Client : none

Job : 2011_

5_04_white area (7/7/2011 14:13)

Counts
Job: 2011 _1
Spectrum label: 5 04 white area
8000-
System resolution = 79 eV
Quantitative method: ZAF ( 3 iterations).
Analysed all elements and normalised results.
1 peak possibly omitted: 0.00 keV s
Standards 6000 |
s K Fes2 01/12/93 Sn
cu K Cu 5/22/02 1
Ag L Ag 01/12/93
sn L sn 5/22/02
Eleient, Atcalc 4000
.09 45.04
.78 20.24
.80 0.51
.3 34.22 sn
.00 100.00
2000
Ag| Cu
Cu sn!
Ag
| Ag.-Ag Cu
0 — e -
] 5 10 15

20
Energy (keV)
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Listed at 12:19:28 PM on 7/7/2011

System resolution = 78 eV

tative method: 2AF ( 3 iterations).
d all elements and normalised results.

1 peak possibly omitted: 0.00 kev

Stand, :

s K FeS 5/22/02
Cu K Cu 5/22/02
Ag L Ag 01/12/93
n L Sn 5/22/02

Elmt  Spect. Element Atom:

0 M on 7/1/2011

Quans

ive
Analysed all e

( 2 iterations).

ements and normalised results.
1 peak possibly omitted: 0.00 keV
standards :

s K Fes2 01/12/93

cu K Cu 5/22/02

sn L sn 5/22/02

Elmt Spect. Element Atomic

/e s 3

s K 20.40  47.97
cu K €7

sn L
Total

* = <2 sigma

Counts

10000

8000

6000

Counts

5000

Operator - Chaweewan

Client : none
Job : 2011_1
3_01(7/712011 12:16)
Ag
Ag
AgSn
s
Cu,_ Sn [ Cu Cu
0 5

Operator : Chaweewan
Client . none
Job : 2011_1
3_02(7/712011 12:20)

20
Energy (keV)

20
Energy (keV)
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SEMQuant results. Listed at 14:56:20 PM on 7/7/2011
Operator: Chaweewan

Client: none

Job: 2011_1

Spectrum label: 10_02

System resolution = 78 eV

Quantitative method: ZAF ( 2 iterations).
Analysed all elements and normalised results.

2 peaks possibly omitted: 0.00, 18.08 keV

Standards :

s K FeS2 01/12/93
Cu K Cu 5/22/02
Ag L Ag 01/12/93
Sn L Sn 5/22/02

Elmt Spect. Element Atomic
%

Type T
S K ED 7.57 18.00
Cu K ED 34.07 40.88
Ag L ED 56.13 39.68
Sn L ED 2. 2% 1.43
Total 100.00 100,00

* = <2 Sigma

Fit Indices

S K 0
Cu K 0.
Ag L 1
Sn L 0

Counts

v L8
10opm e?eg 4

Operator : Chaweewan

8000+

6000

4000

2000

Client : none
Job : 2011_1
10_02 (7/7/2011 14:53)
Ag
Cu
| Sn
s fa
i Cu
| Sn
AgSn
T AR e |
0 s

120

20
Energy (keV)
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