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A Parametric Study of Nickel Deposition on Pretreatment of Glass Using
Robust Engineering
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ABSTRACT

A robust design method was adopted to study the effects of etching condition on the
adhesivity of the electroless nickel deposition on glass. The controlling factors were concen-
tration of KCl, NaF, NH,F, HF, HNO;, etching time and etching temperature. Under the
_preselected quantative level of each variable , the promotion of adhesion strength, reducing of
weight loss and roughness were obtained at a pretreatment condition of 60°C and 15min, in
a solution consisting of 4 g/l HF, 15 g/l NH,F, 9 g/l NaF, 4 ml/l HNOs, 5 g/l KNO;. We can
achieve the request of after-electroforming in this condition.
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Table 1 The ingredients and characteristics of the glass

EWE 80%

WILRE 820°C
EKBE 560°C

e B 520°C

FREME AR 7 81(20~300°C) 33£107

HE 223 E/EX
IS 1.47

H#E 0.211cal/g°C
WA 0.0028cal/mm°C
EHE 9%

BERER 6.7810° kg/mm?

BN YRR - WA - FIRBERBOTE -
PAE B e SRR R L E B G TR — B -

2.1 BER 2 %ElR

REE AT ARSI - MEEMCENE
HEMFIRE LS HEER 3mm » REHE 3x

3em? ©

2.2 BhZIR B H 2 HARE

IRBE S - SUBRE R R el 9 25 R B
OS2 s R TR HIF R T S I ACESE
ATk R B2 2B RO EENR 2 AR o
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Table 2 The disposition and the circle of the controller factors

=HRAEF AK¥EL  k¥E2 KHE3
A.HFEE (g/) 4 8 0
B. NH,F & (g/) 5 10 15
C. NaF EE(g/l) 3 6 9
D. HNO; = (mU/1) 4 8 12
E. KNO; B (g/1) 5 10 15
F. 8% °C 40 50 60
G. BRI (min) 10 15 20
« BERE B YIsEET

(Signal-to-noise ratio) ° B REESTEEZ— -
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Table 3 Matrix experiment using L18(2'x3°) orthegonal ar-

ray

WE HF NHJF NaF HNO;, KNO, &% &%l

Wy OBE O OBE BE OBE O BE BEE REE
1 1 1 1 1 1 1 1
2 1 1 2 2 3 2 2
3 1 1 3 3 2 3 3
4 1 2 1 2 2 2 3
5 1 2 2 3 1 3 1
6 1 2 3 1 3 1 2
7 1 3 1 3 3 2 1
8 1 3 2 1 2 3 2
9 1 3 3 2 1 1 3
10 2 1 1 3 2 1 2
11 2 1 2 1 1 2 3
12 2 1 3 2 3 3 1
13 2 2 1 1 3 3 3
14 2 2 2 2 2 1 1
15 2 2 3 3 1 2 2
16 2 3 1 2 1 3 2
17 2 3 2 3 3 1 3
18 2 3 3 1 2 2 1
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Fig. 1. A flow chart of pretreatment of glass for nickel
deposition.
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Table 4 The controlling composition and ingredients, of the
bath for electroless nickel plating

FEHER BRI

Ni SO4Z6H20 .............................. 0.1M

NaH-_;POz ................................. 0.2M

NG rrrrerrrorarseseeessasscin.. 0.2M

(NH4)SO4 ................................. 0' 5M

CH2(OH)COOH ........................ O.ZM

pH ﬂ'_ﬁ ....................................... 9.0

15!1 ....................................... 85°C

ﬁ#%g ................................. 500rpm

H%FE? ....................................... 6hr

NH4C1 E‘Z NaQH: - crerererrrrrevenees gjﬁé’ﬁﬁgﬁ pH ﬁg
lgSnClTlEanCI* M 1gPdc1§S+1|tm|Hc1+ At £

200miH,0 200mIH,0) IERA 25 0 D

i@ 10min #ifl 10min T

B

———{ ik i R SEM.
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Fig. 2. A flow chart of electroless nickel plating.
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Table 5 The SN ratio of weight loss

wEE A B C D E F G EEIRRR %) SN L(m)
1 1 1 1 1 1 1 1 0.022145 0.02135 0.0206 33.40216
2 1 1 2 2 3 2 2 0.025438 0.026587 0.0256 31.74071
3 1 1 3 3 2 3 3 0.02564 0.024916 0.026458  31.80842
4 1 2 1 2 2 2 3 0.027015 0.029548 0.027566  31.03705
5 1 2 2 3 1 3 1 0.02932 0.025195 0.025487  31.45893
6 1 2 3 | 3 1 2 0.027932 0.023349 0.0249 31.88116
7 1 3 1 3 3 2 1 0.025195 0.02869 0.024133  31.67435
8 1 3 2 1 2 3 2 0.023584 0.025137 0.0268 31.96927
9 1 3 3 2 1 1 3 0.020199 0.024987 0.0261 32.43227
10 2 1 1 3 2 1 2 0.025147 0.027013 0.0253 31.75624
11 2 1 2 1 1 2 3 0.027969 0.024658 0.030857  31.07459
12 2 1 3 2 3 3 1 0.02449 0.023369 0.025412 3223871
13 2 2 1 1 3 3 3 0.02759 0.02759 0.026571 31.29122
14 2 2 2 2 2 1 1 0.028916 0.024917 0.024252  31.66395
15 2 2 3 3 1 2 2 0.0317 0.0247 0.0261 31.16113
16 2 3 1 2 1 3 2 0.0273 0.0293 0.0278 31.01162
17 2 3 2 3 3 1 3 0.026984 0.02786 0.0282 31.15478
18 2 3 3 1 2 2 1 0.025068 0.024968 0.024256  32.12266

F6 RMEMEEZ SN
Table 6 The SN ratio of the roughness

ot A B C D E F G REFEEE (Ra) SN Hu(m)

1 1 1 1 1 1 1 1 0.47 0.41 0.16 8.59492
2 1 l 2 2 3 2 2 0.52 0.76 0.53 4.244658
3 1 1 3 3 2 3 3 0.72 0.53 0.34 5.157476

4 1 2 l 2 2 2 3 094 1.47 1.02 -1.3406

5 1 2 2 3 1 3 1 1.05 1.82 143 -3.33098
6 1 2 3 1 3 1 2 0.83 1.08 0.73 0.990506
7 | 3 1 3 3 2 1 1.15 0.44 1.18 0.134522

8 | 3 2 | 2 3 2 1.23 0.91 1.29 -1.25492

9 1 3 3 2 1 1 3 0.95 0.58 1.17 0.60847
10 2 1 1 3 2 1 2 0.52 0.31 0.49 6.942188

11 2 1 2 1 1 2 3 0.74 0.96 1.48 -0.86312

12 2 1 3 2 3 3 1 1.42 0.62 1.82 -2.79758

13 2 2 1 1 3 3 3 1.65 1.43 0.84 -2.61104

14 2 2 2 2 2 1 1 0.61 1.57 0.57 -0.22827
15 2 2 3 3 1 2 2 0.57 1.28 043 1.450465

16 2 3 1 2 1 3 2 177 0.61 1.68 -3.24104

17 2 3 2 3 3 1 3 1.36 0.72 1.57 -2.07087

18 2 3 3 1 2 2 1 1.49 0.49 271 -5.14295

(F=147.1239) ~ LR EE (Fe=119.0497)NH,F 2 &
(Fi=114.9316) * HF & &(F;=189.9216) * HNO;
(Fy=69.38848) 2 & K& NaF & & (F;=61.90497)758
BEHE B2 T » KNO; 2EHIEEEE (B

0=0.1 * Bl Fj=0.0868<Fq ;.1 n.a=Fo.126=3-41) ° H

#11 kB4 A EY  EXREEEESTH X
FEMEELNHLF S8(F,=77.80) -~ 84Zi&
FE(F¢=36.75) - HF & &(F,=44.01) - 84%| K
(Fy=10.97) * HNO; & & (F(=8.85) & NaF(F;=9.91)
EEEANERFBRALET] T KNO; SEHERE
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Table 7 The SN ratio of adhesion

it A B C D E F G EEHEE SN th(m)
1 1 1 i 1 1 1 1 2 5 3 8.738566
2 1 1 2 2 3 2 2 6 8 11 17.63906
3 1 1 3 3 2 3 3 44 36 16 27.61587
4 1 2 1 2 2 2 3 11 16 15 22.56617
5 1 2 2 3 1 3 1 74 66 57 36.19807
6 1 2 3 1 3 1 2 80 72 81 37.76792
7 1 3 1 3 3 2 1 69 76 72 37.16645
8 1 3 2 1 2 3 2 88 84 76 38.29752
9 1 3 3 2 1 1 3 92 90 96 39.32915
10 2 1 1 3 2 1 2 6 2 16 10.27359
11 2 1 2 1 1 2 3 16 17 11 22.83137
12 2 1 3 2 3 3 1 47 42 33 31.89799
13 2 2 1 1 3 3 3 77 66 76 37.20211
14 2 2 2 2 2 1 1 15 19 9 21.85748
15 2 2 3 3 1 2 2 16 11 20 23.1067
16 2 3 1 2 1 3 2 88 92 98 39.31316
17 2 3 2 3 3 1 3 41 54 24 30.49971
18 2 3 3 1 2 2 1 97 90 98 39.53555
#§ WHEBEEHENREERZ SN RIEXR
Table 8 The of SN ratio in nickel deposition on pretreatment of glass [ElfEF
EIfER HFEE  NHFEE NaFEE HNOEE KNOEBE sxiRE  eh%iieHE
AKHE | 31.9338 32.0034 31.6954 31.9568 31.7567 32.0484 32.0934
ERIRAKk#E?2 31.4972 31.4155 31.5103 31.6873 31.7262 31.4684 31.5866
AKHE3 31.7274 31.9407 31.5023 31.6634 31.6296 31.4663
BRME - B/ME 0.4366 0.5879 0.4304 0.4545 0.0933 0.5800 0.6280
AKHE | 1.53372 3.54642 1.41315 -0.04776 0.53645 247282 -0.46172
FEFEREE KK 2 -0.59135 -0.84498 -0.58391 -0.45906 0.68818 -0.25283 1.52197
KHE3 -1.82779 0.04439 1.38046 -0.35163 -1.34634 -0.18861
RAIE - B/IME 2.12417 5.37421 1.99706 1.83952 1.03981 3.81986 1.71058
IKHE | 29.4798 19.8327 25.8766 30.7288 28.2528 24.7444 29.2323
f=E fy7k #E 2 28.5019 29.7830 27.8872 28.7671 26.6910 27.1408 27.7329
KHES 37.3569 33.2089 27.4767 32.0288 35.0874 30.0073
BXIE - £/ME 0.9779 17.5242 7.3323 3.2521 5.3378 7.9466 2.2744

£9 BIBEHAAHENEERE
Table 9 The influence of the controller factor for characteris-
tics of glass

FSEA BEEEAE REHEEE KWNEH
HF &% 4 3 7
NH,F &% 3 1 1
NaF &% 6 5 3
HNO, EfE 5 6 5
KNO; iBE 7 7 4
SR 2 2 2
ebzlls | 1 4 6

MR T EEE ) (W a=0.1 > 8l Fy=0.2922<
Feaina=Fo126=3-41) ° B 12 K 5P EH
ERZE N AE > EREEELNHF 88(F,=
154.354) ~ B %I B ¥ (Fy=53.291) *~ HNO; & & (Fy=
4.875) ~ KNO; & & (Fy=13.694) & NaF(F(,=26.109)
SEERERRBRELES -

HANOVA BFATUEHSEROERME
P% ° TEERIBAASH * NH,F 28 18.66%  HF
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Fig. 3 The plot of weight loss.
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Fig. 4 The plot of roughness.
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Fig. 5 The plot of adhesion.
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Table 10 Analysis of variance for weight loss

HF 1 3RIE SS df. \Y F Ss' P%
HF && 0.8578 1 0.8578 189.9216 0.853283  15.47541
NH4F &8 1.0381 2 0.5191 114.9316 1.029067  18.66348
NaF & 0.5592 2 0.2796 61.90497 0.550167  9.977997
HNO; & 0.6269 2 0.3134 69.38848 0.617867  11.20583
KNO; & 0.0271 2 - - - -
BRI RE 1.0755 2 0.5377 119.0497 1.066467  19.34178
R AIRER 1.3290 2 0.6645 147.1239 1.319967  23.93933
Pooled e 0.0271 6 0.0045166 0.08182 1.48
Total 5.5138 17 5.5138 100
F 11 FEEREZBREESTR
Table 11 Analysis of variance for roughness
AT 1 RIR Ss df. \% F Ss' P%
HEF&E 27.79167 1 27.79167 44.01037 27.3929 12.80838
NH,F &8 98.26529 2 49.13264 77.80554 97.86652  45.76045
NaF & & 12.51317 2 6.25659 9.90782 12.1144 5.664453
HNO; & & 11.18517 2 5.59259 8.856322 10.7864 5.04445
KNO; &8 3,78891 2 . - - -
R EE 46.42217 2 2321108 36.75664 46.0234 21.51963
B BERT 13.86005 2 6.93001 10.97424 13.46128  6.294228
Pooled e 3.78891 6 0.63148 6.18212 2.890637
Total 213.82706 17 12.57806 213.82706 100
#12 MEHZBEESTE
Table 12 Analysis of variance for adhesion
HF /3R SS d.f. \Y F Ss' P%
HFEE 4.021 1 - - - -
NHF&E 926.938 2 463.452 154.354 920.313 52.843
NaF 28 172.246 2 86.103 26.091 165.646 9.477
HNO; S8 32.179 2 16.089 4.875 25.579 1.435
KNO, & & 90.381 2 45.191 13.694 83.781 4.762
BB 351.739 2 175.869 53.291 344.412 19.758
izl ] 16.043 2 . - - -
Pooled e 20.064 6 3.344 204.241 11.717
Total 1741.178 17 102.411 1741.178 100
ERENERIEL - BRRTDHEEE RSHEH EHREE -

MR AR BEARNREEIR - HERNE
LR BEREHEEE - 88KNE DREEE
FE WM ATR o B E R ERERE R R &
FrREEABENTLR > MHEESNEEE A
& BEBREEEM - EHRRMERENE
FEBUERF - FERERNEBE - MERBEEHIL

EEBARN T T2 REREIR - 8
EREERTERERFOERE  AFORESZ
SPOKHEFI B REE - WEHLBEREH
k- BEEELE - HEBREFARANHE
SPOKKEME - AT EAHEHPRBETHRER
HESEHE - 2%E 5 k12 » HFINERT
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£13 HESBHAAERECERE

Table 13 The contribution of the controller factor for glass

HE 1 2 3 4 5
EBEEE Bl RERE BhZ IR R NH,F && HF 2 & HNO, & &
23.93% 19.34% 18.66% 15.47% 11.20%
FEAEEERE NHF&E BhRAEE HF & & BEZIRFR NaF & &
45.76% 21.51% 12.80% 6.29% 5.66%
EEE NH,F & & B NaF 5 & KNO, & & HNO, &8
52.843 19.758 NaF 9.477% 4.762% 1.435%

F 14 IIEEATHEAGERE
Table 14 The forecast of the additive model

ROERIE: R R
AF HEVE db ERE db
BE E.3i] '] =8 ZME SE]
E kR THRERE E HExE jEREE
A A2 -0.218 -1.242 -0.489 Al 0.218 1.242 0.489
B B2 -0.3 -1.135 0.793 B3 0.012 -2.118 8.366
C Cl1 -0.02 1.122 -3.114 c3 0.225 -0.247 4218
D D2 -0.028 -0.75 -0.223 D1 0.241 -0.338 1.738
E El 0.041 0.245 -0.738 El 0.041 0.245 -0.738
F F2 -0.299 -0.543 -1.851 F3 -0.086 -1.637 6.097
G G3 -0.249 -0.477 1.017 G2 -0.129 1.23 -1.27
R 31.715 0.291 28.990 HEy 31.715 0.291 28.990
H 30.642 -2.489 22.351 32.144 -1.445  47.891
#15 BEALEERAER
Table 15 The result of the configuration experiment
sy -gad BB oE
ERIBEE % 0.0271 0.0214
TREHE 30.642db 32.144db 1.502db
=y 31.476db 33.251db 1.775db
B - 0.834db 1.107db
REFEEEE Ra 143 1.17
TRHEI -2.489db -2.216db 0.273db
HER -2.513db -2.396db 0.117db
=y R -0.024db -0.18db
L WEE 43 95
TEH 22.351db 47.891db 25.54db
i 24.568db 45.319db 20.751db
IS - TEE 2.217db -2.572db
A > D - GEEXRREB/N (1.OEBERENES— EET » BILEERB3 - €3 - MBRETHEHA -

B 2&HWFPRBIE) » B -~ C~ Fii P% & HEEA D GZHE - RITEEEEEELEE -
Ko XS5 #H - B3 ~ C3 - F3H SNEEX - TERKHEREZLE - mF 11 RE4THR > A1 -
A fERE IBARRIR T - PR AR TN E IR E L G2 Al R MR FERIE - T HNO; 28 (K

—10-
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FD) WEREHEEVEREPRER 5.04% ° T
HNO, SBYERIELENEMREP %) BiE
11.20% » FrAAF D B9k A E BRIBRE 2 EF
B8 AE3 TUBED FEERLEER
N

Bt KNOs =& (HTE) @ RiER 10 k%
11 Z ANOVA KIS REMAE - SR TFHPRERE
B R ERIBANE SN - Hitst AR
FHiZ HEZRT » BEES - FWEIHSNE
A » RE(HZETE MK JBASER I » ATDUSEMUIKHE
f& 5g/1(E1) °

R EER A SEEHIE ) » REREEEE R E
BEARNRELCHESEHEER AL ~ B3 »
C3 ~ D1~ El1 * F3& G2’ BIHFEE 4g/1 » NH,F
¥ 15g/1 © NaF B 9g/1 ~ HNO; IBE 4ml/l ~
KNO, B 5g/1  {E 60°C K BA%IReH 15 08 -

(2) BERRXRAREZRE

(RERRZFHE

BT AR B BR AT 2 T I A P 558 E Y ARl 15
HTHREBRERR o &% B BINEE
KT AR EEMAY SN L o SEEERTIER 14
# o M UTHRAIE R I8 A (32.144-30.642)=
1.502 db U ERR ; T REFEREE A [(-1.445)-
(-2.489)]=1.044 db ; FEFHIME STHIFE(47.891-
22.351)=25.54db o HFHFE IRRERRERA
BERMPENMEHAOER (EENE HRERS
) HEKS °

(b)BREL E B

BICE G R ACEA R EERAE B B - HAERT
R 15 - ERERFBNAR EEEEHEN
B BANIAEER > HERERERR 43 - W
BEE 95 - MR ISHT - EFRNVERBRIRE
HEEE A E > BFTURRERBAFHFELY

11 -

0.0271 BHER R ERER 0.0214 5 TIREFHREES
H > BEEN 143 BREFREREN 1.17 - R
Y FERY SNUBEREHEH - BRI EE
RS o

h#

BEAEBRNFIEER - TES TR

(DB A B RIS RRERIRIE - BUBRZIERY
AP BB HF B 4g/1 ~ NHF BE 5gi - NaFi#
B 9g/l ~ HNO; B 4ml/l ~ KNO; B 5g/1 » 8k
ZIBE 40°C > BhZ(REFF% 10min °

QBRI AR RS BB K - RISV
HIR I ERS HF 1B 4g/1 ~ NH,F B 5g/1 ~ NaF
R 3g/1 ~ HNO; #E 12ml/1 ~ KNO; IR 10g1 °
B 7B FE 40°C » BAZIRERISS 15min ©

VAR 4R S SRS FEMTE F1EK » RIBRI
IR ESLIHF % 8g/1 - NHF B 15g/1 ~ NaF
R 9g/1 ~ HNO; B 8ml/l ~ KNO3 BE 5S¢/ °
BEZIVE EE 60°C ~ BAZIEFR 10min 7] BERTE 47
ERK -

(4)KNO; EEBIE - BatiRmEFavki= 7
(B REHRREE K ERIBAEAERENIR
MEIENREREE REEEL - A8ZIR
HF EEFER 49/ - {HEHKTZE I EIFERZRE - HF
BEESHEHRANEGEEEVEE - MEELK
ROBERYE - NHAF SR - SREASNE
TR - L HE BRI A - HIBEEEK
BRIBARAEHEE SN - AREREM
LELHE HEBAEER  WREHESHIE
B - BN B R KHE(E o

G ECRERIERRMERRBILSFN - B
BB CREREEGES HFBE 421 - NHFBE
15g/1 * NaF & 9g/1 ~ HNO; IR 4ml/l ~ KNO;
B Sgn - B 60°C RELZIRFRH 15 5788 - FiRT
HER SRS 112 SN IETIIE 47.891db > HERRR

Sl
aff
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6) AN ZEH

O EREREETRERE  HENEES
ZEMEELEF R - RARFHWNZE 228
RKHESET A B S SE AN E > P LUK R A
B EREAENEBRRAN  BEERIE S
RBANRE 2 HUOKEE » AN EARHEHPIE
REHAERESBES -

@ ERHERNEEEAR  HEREREREG
B3R > AR AP FEERZREA/NK
RERIMNBE D EEEAE -

BE -~ 3

AW FEAR R B I B PR SR BT B 7848
% MREMRGARRERHER RS -
RIS ETT » FHHE -
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. SHEfEZ SN(nY FBREXIHESR) ¢

n=-10loga® =1/m*(1/y *+.....+1/y,")
y - BIEfE
n : | BAEAE B

HEMEZ SN(n) it (RBBL R
®)

2.

n=-10loga® &*=1/n*(y,*+.....yn")
y: HIEE
n : HIEEAEE

.WEERZ(E

A=[Zn]/n, A=[En,]/n,
n= | (B 1 {E B

AR EREZEEARK

1. SSFH#

SSA > SSB * SSC-FTHFA - B~ CF
ZZE7#F1 + Sse(Error sums of squares)FiRZ=F /7
F » SST(Total varience)FRHFEF A °

m
ss7=$ing s,
J:

m BREERRE - n, BEEERZ SN HE

13-

Sm B#IERFE
m 2
Sm=(j;nj) /m

SSi=((nXMi)*+(nxMiy)?)/n+.......-Sn
I=A * B~ C

N BERRAKEZERRE

Mi B&REFE 1 /K¥EZ SN LLEHNFHE
METHM=EFFN—&HAZFT AN
SSe=SST-SSA-SSB

2. BH1E (Degree of freedom)

HESBSBS HE - /£ ANOVAERF » B
MECESERFRKEER— TEHERE
EREEARE— e HHESHREHRE T B
ZERAFEREEZEM -

3. VERY

EHEBBTHMRIE B EREENE -
Vi=SSi/(dfi)I=A > B~ C~ D e T.

4. FERYH

EHEBHEARCBEBGRLURBRETK -
B FEAIPIE & AR B R - & FEEARIL
ESESZ 3vE S PNt

Fi=Vi/Ve i=A~B > C e~ T..

5. SS' FH KL (E(Expected sum of
squares)

HEBRRSRRZTHAEERERRBTNU
FEARAFCEHHE -
SS'=SSi-(Ve)(d.f.i)

i=A~ B C>e- T~

6. P EREE (Percent of the contribution to
the total variation)
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BEEZFMEBEBES L - EREERZ
Pe (REERE) (HRRENESLER 15% »
AIRERRE LR ERREERR - EPe HE8
50% * FIREFRREERRE » HFEE 5% ALK -
HEROHAERRE -

Pi(%)=(SS'i/SST)x100

BERBOME
Source | SS | df \'% F S§' P(%)
A SSA [ a-1 | SSA/a-1| VA/Ve|SSA-Ve*d.f. | SS'A/SST
B SSB | b-1 | SSb/b-1 | VB/Ve | SSB-Ve*d.f. | SS'B/SST
C SSC | c-1 | SSC/c-1 | VC/Ve | SSC-Ve*d.f. | SS'C/SST
e SSe $S'e/SST
Poolede Ve SSe-Ve*d.f. Pe
T SST | N-1 SST 100
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