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1. gunsnfiataufasine

2. gogunsainaaauymngmsolludiuaiuazansaliannudummaiien
UNHINGAULIL four-point probe

3. Cryostat

4. iasazmenfindueureindua uinTnenaavigu 2380 189138 Perkin Eimer

. Lﬁ?:m Voltammeter Metrohm 693 U@y 694 VA processor

6. i FT-IR 510 709134 Nicolet

7. Lﬁ‘i‘:m X-ray diffraction spectrograph

uamenagy 2.1
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feanniad gasluiana | uoaluiana et % AANLFGNE
Bismuth oxide Bi,0, 465.96 Aldrich 99.99
Calcium carbonate CaCQ, 100.09 Fluka >09.0
Strontium carbonate SrCO, 147.63 BDH 99.0
Cupric oxide CuO 79.55 Baker 99.8
Lead (1) Nitrate Pb(NO,), 223.19 Fluka >99.0
Concentrate nitric acid HNO, 63.0 Merck -
Acetic acid CH,COCH 60.05 Merck -
Potassium nitrate KNO, 101.10 Fluka >99
Sodium acetate CH,COONa 81.99 Merck 99.99
Potassium bromide KBr 119.00 - -
Lead nitrate Pb(NO,), | 1000'ppm Merck AAS. std.
Calcium nitrate Ca(NO,), | 1000 ppm | Merck AAS. std.
Strontium nitrate Sr{NQ,), 1000 ppm Merck AAS. std.
Copper nitrate Cu(NO,}, 1000 ppm Merck AAS, std.
Nitrogen {i14a9) N - - -

* arrazaneanrgIuAMNLdindy 1,000 daulu 1,000,000 494 (1000 ppm)

AAS std e ANNLRqTBINSAARTieavAaTinduaLeiwiuannins W inuyi

2.3 mMasaNassnInglnedBszinewiy (Evaporation to dryness) Sy
Udain

Ll

1. %1 Bi,0, , CaCO,, $rCO,, waz CuO ‘lﬂauluﬁfauﬁqmunuugﬁndﬁ 100°C 1l
1981 6 Falue viananndn udadadinudin uazazanelunsalusimdadi iulunmnite
Wildmanandadu 1 Twand viuléiflu stock solution (meaziBaagfinianuan n 4a n1.)

2. thalmansarane stock Muesdsznauusasaianinlude (1) N8mTgan

AIRN39 2.2
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A1919 2.2 ARTAIUANAIRIANIFAnNEaAEesYLIL Bi-Pb-Ca-Sr-Cu

faainai fiM71479 Bi : Pb : Ca: Sr: Cu
ansdaulnaiua Bunmsild angrrazane 1 Tuand {ml)
1 2.0:00:20:20:30 20.00:0.00:20.00 : 20.00 : 30.00
2 1.9:01:20:2.0:3.0 19.00:1.00: 20.00 : 20.00 : 30.00
3 1.8:02:20:2.0:3.0 18.00:2.00; 20.00 : 20.00 : 30.00
4 1.7:03:20:2.0:3.0 17.00: 3.00: 20.00 ; 20.00 : 30.00
5 16:04:20:20:3.0 16.00 : 4.00 : 20.00 : 20.00 : 30.00
6 1.5:05:20:2.0:3.0 15.00:5.00 : 20.00 : 20.00 : 30.00
7 14:06:20:20:3.0 14.00 : 6.00: 20.00 : 20.00: 30.00
8 1.3:07:20:20:3.0 13.00:7.00:20.00 : 20.00 : 30.00
9 1.2:08:20:2.0:3.0 12.00:8.00: 20.00 : 20.00 : 30.00
10 1.0:1.0:20:20:3.0 10.00 : 10.00 : 20.00 : 20.00 : 30.00
" 08:12:20:20:3.0 8.00:12.00: 20.00 : 20.00 : 30.00
12 06:14:20:2.0:3.0 6.00: 14.00 ; 20.00 : 20.00 : 30.00
13 04:16:20:20:3.0 4.00: 16.00: 20.00: 20.00: 30.00
14 02:18:2.0:20:3.0 2.00:18.00:20.00:20.00: 30.00

2.3.1 NTTSUELNY

UIATAZAINANANENTIAIUAIT AR5 2.2 17 Tdaslu beaker 1uR 250

ml. W lilszmusavinazattasndat hot plate (A1ugAdY) Nigouunil 80-100'C auans

A i’l ﬂl ﬂg ] o A '
azaneuiy feazldnznaudfiainiufingaumgiuminndt 250°C iald NO, waz N,O

o ¥ o ' o N o -l
Fafidumnasanidlivun avldansdin Udealiidintegnimglivies dhansiildliuald

aziden (Launseaan 2-3 $alu)

2.3.2 nsEUUNIT Heat treatment

2.3.2.1 n5Leneedng (Calcine)

1. thasfusazeaudrusrluagfidaamindlldwaen  wduRugungi

lugns 5°C Aewit autla 800°C denldgnimgRaditlezinn 12 dalus udaresan

o =5 Sh Y o
anmiaRuniguuniivesnagy 2.2
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800 °C 12°hrs

59 / min

fruuii (°C)

nan @alue)

g1 2.2 naluamenIsneanT (calcine)

T ay oo o g o 4

2. urgrsiduautmun)ideanifiumaesaisiatingeat i andntasite

1 v

lusdandnludureusnds (Wrzunawinialflaly) uduanauiuliaz@essnas
y L] )= I& L d o

uawnalszunos 2-3 dalua) udanhldussqualiniugl wasdaudnfaeiriesdnagin

i tne A 10 FusemsWITuRwss
2.3.2.2 NM9ENNARYS (Sinter)

L4 o i :’4 l:\l o (Y o ] d
wulleansiildluge 2 lWwndnad Tnaiugomgiludng 5°C deundt audied
[ 1Y 1 i
founqdi 855°C luan 3 dalus andfuangaumgiiauil 850°C raliTigrumpfitiuny
30 daluaFaunnds dagl 2.3

o
855 C3hrs
N o
= f 850 C 30 hrs
= / ‘
|/ |
a I
[ / !
/5 °C rmin *
d 1

a1 (Faing)

51 2.3 nauamennaunidingns (sinter)
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24 NFRANHIANTRLRNISURIRITANEIAES
2.4.1 msnagavdlsngmsalludiuas (Meissner effect)

Pulaarssastendaclululnnaumantlszinn 5 wii Weldidaansi

] @
snmaiisafianlszinonaientesiulnsiauman dndagiseanun arntiumnafeuu
wanTuaRnadaasiatng wnulmdnastwiladiaansfiaadnuansdn ans

17 ]
AoatrulaThuilug?fineAte HARINAGBULAGANAIRAITNS 3.1

as 9 = aa, W o a o
242 meqmﬁ'a'mmumuLw'am'qmﬁagmnqmmmﬂ']smmﬂfmmmmﬂu
1alaeis Four-point probe

nsmgun)iingaresansiiieonts inlasdnacnusunnuesansiugag
BUUNH 79 - 300 °K Taeid Four-point probe Fall
o o i ] a a 1 ] d‘
1. dldagnseinunsmaseudsingniselludiuasuds wdailuwsiudmaniiy
E o A o= & © nlu = ¥ o
U dacienszatneauiiafuy wdathaianeuasidaioaanudidiua 4
] 1.4
wdenfnduuiuats 4 qadosdanedingd fagd 2.4 AlAlRududelileiuiivesin
k3 < 1 :Jz = 2 -l ¥ ] r [=)
ANNANUNNUTIRIRIATELATTReY 4 1du Teazfesliaainsiuniuetaunnlian iy
0.5 Hadlaiu xan1sdnuanalunnig 3.1
o AJA k' 74 o L 2:‘ ° ] k2
2. dngnaNFnaonneunsliudanfiai Cryostat (31 2.1 A) aantiminludewd

L
nugaginsalinanmgiBngn (U 2.1 n) TnasalWihnszuansadriuanduueniass

1 douiuludausasunnaien iatunszuadiv i luuiugnsdegl 2.4

dc power Ammeter
S —A)
| v/

Digital

RHUATANN AT

Current” ! 2 3 4\ Cumrent
Prohe Prohe

71 2.4 Four-point probe
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o 7 ¢ w o a8 o a &
2.5 NMNFAIATIENRIATENALUBIFAITANNBIAEIN AT NTIY
2.5.1 N19LATEN stock solution WRIAISRZAILAIDEN

: P g . 4 0
Faagneietrsiientinausuuiauda 0.1000 nfi AaevrdasieasiBeaane

o 4 Aumds Mdadluinines 250 mi Wiasnylsaaantaean 10.00 mi 91l 1#aoy

faudiaa hot plate anntureewasnsalusinidndusslilaumassanssinatineazany

¥ a«
wua AW fuudqUiuBunanty 250 mi faevintdsaanteany Wulfmses

2.5.2 N15AATIEIMIUTHIUASAT WARLTEN AnsaulTan uaz nasuns lu
Argnniaangalaanaiin aznaniinwavdasngy alninsTuWlnans

1. istnarazaneNInsgeednaiden anseudon uer nawss mumrmdx
FuseRIn@azaENIRIgIL 1000 ppm il
- @1rarasNIRIgIuLARTENAIdNd 0.5, 1.0, 1.5, 2.0, 3.0 ppm L Funms
50.00 ml (USurBunmsdanansazane K 1000 ppm Tunsalussn 1%)
- gnzazaENssg uansawdanaudndy 0.5, 1.0, 1.5, 2.0, 3.0 ppm
W3ums 50.00 mi (UFuBunmssaansalusisn 1%)
- #1FazANENIRT§IUNaALAsAHdindy 0.5, 1.0, 1.5, 2.0, 3.0 ppm Tufumg
50.00 ml (UFuddunmsdiaunsalusisn 1%)
- mm:mamma‘jqum:r'i"qmmm'i’uﬁu 0.5, 1.0, 2.0, 3.0, 5.0 ppm lutfums
50,00 mi (UFudinamsdaunsalusisn 1%)
2. @AY Stock solution 129A13RIRENauas I umsiElu 50.00 mI Foanse'lu-
sin 1% Wildrnmiduiueyludiramevinesg  dwsuuaa@aselfnBunand
50.00 ml fagl @rarane K~ 1000 ppm lunsaluman 1%

3. ihansaatnelude (2) WinAnmganiuias mansiaseiugaianime 3.5

= e

2.5.3 PI9IATIENMILSNIIRENY T480 waz nasua ludasiateont e

Tnamaliaansdilalaunans ©

Asaaseidiunmein Daim ez naquss lugnsintiensasalaumaila

avddilaloaunuwyiazldlnunvesdiviefisudoawdanalud navisd e loaunumys
. . o ' ,

(Differential pulse anodic stripping voltrammetry ; DPASV) FelirsavidsnRaulareg

& o

o a &
LATENHE LLASNITIUATITHANU
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o . "
sraazaendaula (condition) 1asLA50e

Operation sequence

Instructions ts Main parameters Auxijliary parameters
DOS > M Soln.name 1.0 M NaOAc V.Add 1.00 ml
SMPL > M V.Fraction 0.100 m! V.Total 10.0 ml
PURGE
STIR 180.0 Rot. Speed 2000 / min
(ADD
PURGE
STIR 30.0 Rot. Speed 2000 / min
OPURGE
(REP
EGMENT SegDPASV
REP)2
Add > M Soln. Name Std.Metals V. add 0.100 ml
ADD)3
END
SEGMENT
SegDPASVY
Instructions ts Main_parameters Auxiliary parameters
HMDE Drop size 8
OPMODE U. ampl 20mv t. meas 10.0 ms
t. Step 0.20s t. pulse 160.0 ms
STIR 5.0 Rot. Speed 2000 /min
MEAS 40.0 U. meas -1400 mv
OSTIR 5.0
SWEEP 17.4 U.start -850 mV Ustep 12mVv
U. End 150 mv Sweep rate 60 mV/s
OMEAN
END
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1. Dumanssietaluda 251 wiasdpaidaunn 5.00 m dasluaandn
aasmuna 50 mi udanliusBuamsihs 50 mi daenindsAantoea

2. wironasasaetiiiefesBian 1.0 Tanf pH 4.6 A1uu 100 ml (@19

vanalnsanazfion 1.0 Tuarf Ao 44.90 ml +  #1sazartnsaazd@an 1.0 Tuand
74U 55.10 ml)

3. m‘%‘*aumm:mﬂmma*gmuammm:r‘i’q P uer nawas Audindu
at9az 10 ppm 499U 100 ml @unarrazarannsgiu 1000 ppm 184 R Dan
uaz naduss watdnay 1.00 m ldmuilumeadniBuesaua 100 mi udodiu
1Buansdlu 100 ml FaetnlmAanntasen)

4. Tupasasareimivedesdian 1.0 Tua s pH 4.6 11 1.00 ml adlulaauny
WN3NLEAS (voltammetric cell)

5. Thndansararadaatiaeaanda (1) 100 w adlusuduasasaaiivives ax
avlude (@) andiuliuBumsiulaunuuvineadiiy 10.00 mi FaemntlsAann
laeau

6. TnnszuaiiniiRniuannlaseuulfeeunseanuieanutainda infivinem
mnﬁ’u‘fhﬂmmm:mamﬁlﬁgmmmm Pb, Bi waz Cu a1nda (3) 41w 100 pl 1fNa
Wlulraunuvdnimed wdaiadnszugliih santsmasasduiian 2 ek

7. MansieeiBunumyts dei uar neuas InedsiAnanTumIgIy Ae
wiannavszminamnszualiiidale wou ) fu f»hﬁqmﬁj’u%’uﬁmmmsmms‘gﬁuﬁ
Wuastd (unu X) aesusazsiaading azlgnsviilndunse aasiaunuy X fY =0 e

L T =y 1 & ar [l =, L. @
ﬁ’J"INL‘lm‘llu@‘é“ﬂ‘ﬂ'ﬂdiﬂ‘ﬁtLLmﬂZﬂQIMRWi‘WJ‘ﬂEI’N NAMNTIATITUNAAIANATTIE 3.8

2.5.4 nslAsIERBsnunnaasasaiedlanwmaliayieainsiug
vasn Budsnsesidninsiun’

ansfiatinmanfefwinldnnanmdaunimnmimeannmisyiiesfnsua
wofu Aursusaaulninstimes el

1. tanssedanthaas Ker Weulathaanauusie

2. ungnsFetnauay Ker Wandaamufuiiefoofu e l¥dnsdouanss

atlgsa KBr w120
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3. shwsarsiualdludaduusingdanmanuii 10 My unutlszanng 1w adly
) ‘22 or 1 1
wsis KBr #idlanssioatineua)
-3 ] i [ (] 1 o A
4, Wiy KBr Alansdetinaluagluiadarieafinaisuaredu

aulsusaailninsfives 1 510 seadimillaeyn wanIMARBILAAIAINTI 3.10

2.5.5 MsANMIIATIASIsTRIRTARatelae N sIRg LU Rand

1 3
nsamsziviinsaaFeeasanssiatinenstiall MAannduauuiadiand Taaia
!J 1 o ; L] o
ansveunszuaumswlasualfiiunsasidaauazauldiurs  uwdtldenefadiand

l'-‘la { § s & o i
Admaniimeues Jlkeuenuedu (A)  tesffendwiaduy 1542 A° A

b
1 o o 1

g 1 o sl . o Y }
HNW']Q l"l Al ASWE 10 - 60 B3AN quWﬂnq?LﬂﬂQLuuLﬂﬁ'ﬂHuﬂqq "I N ﬂ’lﬂlﬂﬂﬂ’!‘)z

ar

N

ohe

Target Cu (A = 1542 A° )
Potential difference ( Voltage ) 20.0 Kv.

Tube current 10.0 mA.

start angle 10.00 deg.

stop angle 60.00 deg.

step angle 0.25 deg.

M. time 0.50 sec.

1'; o 3 -:ell 1 =l A=!I’ o ] t
mnuum%uﬂawimmnwnmﬁ‘mmLuu"LlFiLﬂm:um?:a:mw:mm‘:mmm:

" uaRfigawatmasF NANIFYNARBILAAIAIANGTS 3.9



