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1. ZraBuwkn avaluon (gravimetric analysis)

2NV otaBuki avaAuon, n pala €vog TPOIOVTIOG XPNOLUOTIOLETOL YO TOV UTIOAOYLOUO TNV TIOOOTNTOS TOU avVOAUTH.
‘Eva mopdadetypa otabuikng avaAuong:

Agt + CI~ — AeCl(s)
ETY TN A Gravimetric Calculation

A 10.00-mL solution containing CI™ was treated with excess AgNO; to precipitate 0,436 8 ¢
of AgCl. What was the molarity of C1™ in the unknown?

Solution The formula mass of ApCl is 143.321. Precipitate weighing 0.436 8 g contains

0.436 8 gAsCT
143.321 g-A=CH mol ApCl

— 3.048 % 107" mol AgCl

Because 1 mol of AgCl contains 1 mol of CI-, there must have been 3.048 % 10~ mol of
Cl™ in the unknown.

3.048 % 1077 mol
-1 = = 0.3
[C1] oI 001 0.304 8 M




- Representative gravimetric analyses

Species analyzed

Precipitated form

Form weizghed

Interfering species

K+

Mg+
CE.E-I-
BEE-I-

VO
cr
M“2+
FE3+
CG2+

4
Ni
Cu2+

Z|12+
CEJ--I-
ﬁl}l‘
Sn4+
Phl-l—
NH}

KB(C¢Hs),*

Mg(NH4)PO, - 6H,0

CaCy0y - H:O

BaS0Oy

TiO (5,7-dibromo-8-
hydroxyquinoline ),

Hg;VO,

PbCr0),

Mn{NH,)PO, - H,O

Fe(HCO,)s

Cof( 1-nitroso-2-naphthoate )

Ni(dimethylglyoximate ),

CuSCN (after reduction of
Cu™* to Cu®™ with HSO3)

Zn(NH,PO, - H,0

Ce(l10,),

Al(8-hydroxyquinolate);

Sn(cupferron)y

PbS0y

NH4B(C¢Hs)e*

AgCl

AgBr

Agl

CuSCN

AgCN

(CgHs)iSnF

KClOy

BaS0y

Mg(NH,)PO, - 6H,0

Nitron nitrate

CO, (by acidification)

KB(C¢Hs)y
Mg:P:0
CaC0s or Cald
Bas0,

Same

Vo0

PbCrO,

Mn,P,0,

Fe: 0

CoS0y (by reaction
with H.S0y)

Same

CuSCN

Zn,P,0,
Ce0,

Same

Sn(y

PbSOy
NH,4B(CgHs)y
AgCl

AgBr

Agl

CuSCN
AgCN
(CeHs)sSnF
KCI0,
BaS0,
Mg,P,0;
Nitron nitrate
CO,

NH}. Ag*, He™*, TI*, Rb*, Cs*

Many metals except Na* and K*

Many metals except Mg™*, Na*, K*

Na*, K*, Li*, Ca™, A", Cr'*, Fe’*, Sr'™, Pb™, NO3
Fe'*, Zr**, Cu™*, C,05 ", citrate, HF

Cl~, Br, 1", 807", CrO3 . AsO;~, PO}
Ag*, NH;
Many metals

Many metals
Fe'*, pd**, Zr**

NH; ., Pb™*, Hg™*, Ag™

Many metals

T'h4+, Ti“, Z.I.'4+

Many metals

Cu™*, Pb**, As(TIT)

Ca**, Sr*, Ba™, He'*, Ag*, HCI, HNO;
K*,Rb", Cs™
Br.I".SCN™,§.5,05.CN~

Cl-. 1, 5CN~, 8§, 8,05 .CN-

Cl~. Br,SCN~, 8", 8,05 . CN~

NH]. Pb™*, He™*, Ag*

Cl~,Br 1", SCN". 8§, 8,05~

Many metals (except alkali metals), Si0f~, CO3~

Na*, K*. Li*, Ca™ A", Cr'F, Fe'™, 8r, Po™*, NO3
Many metals except Na*, K*

Cl0;. 17, SCN~, Cr0O;~. ClO5., NO5, Br, C,07~
(The liberated CO), is trapped with Ascarite and weighed.)




"r— Common organic precipitating agents

.

Name Structure lons precipitated
Dimethylglyoxime N—OH
= T T
I Nit", Pd", Pt
N—OH
Cupferron N=0
-~
@%NH Fe't, VOi, Ti**, Ze**, Ce*, Ga™, Sn**
O NH;
&-Hydroxyguinoline (oxine)
Ga'*, Th**, Zr**, U0, TIO™
OH
Salicylaldoxime EN—OH
@\ Cll:+f .F1:|2+, Ej.1+f EI.I2++ Ni.2+, Pd1+
OH
1-Nitroso-2-naphthol 0
e
N I+ 3+ I+ +
@ ‘ OH Co™, Fe'*, Pd™, Zr*
Nitron NC_H.
_N_( 1
N N? NO3. ClOg, BF;, WOi~
AN
CsHs CeHs
Sodium tetraphenylborate Na*B(C.H;); K*,Rb*, Cs*, NH}, Ag™, organic ammonium ions
Tetraphenylarsonium chloride (CgHs)yAs Cl™ Cr,05~, MnO73, ReO7, MoO3~, WO;~, Cl0%. I3

vy




2. KaBi{non (precipitation)

To 0avIKO TPOLOV HLOG OTOBULKAG avaAUOoNG TPETEL va €ival koBapd, adldAuto Kol €ukOAwg Otnbrowlo, kat Ba
TIPETIEL VO EXEL YVWOTN ovuotaon. AlyeC EVWOELG LKAVOTIOLOUV QUTEG TLG ATIOLTNOELS, OAAQ PE KATAAANAEG TEXVIKEC OL
OLOTNTES TV L{NUATWY PTIoPOUV va BeAtiotottotnBouv.

Ta owpatidla ou kaBilavouv dev Ba TPETEL va gival TIOAD PIKPA, £T0L WOTE VO PNV T(POKOAOUV QPAdLuo tou nBuou
N va TEPVOUV péoa amo tov nNbuo. Meyalot KpuoTtaAAol £xouv AlyOTePN ETILRAVELD TIAVW OTNV OTIOI0N PUTIOPOUV Va
TPooKoAANBoUv akaBapoieg. 210 AAAO Akpo €ival ta KOAAOEWDN evalwpnuata owpaTdiwv ToU £XOUV OLOPETPOUG
Tepimou oto eupog 1-500 nm, Kat epvave pyeoa amd tov nduo. Ot ouvOnkeg kabilnong mtpoaodlopifouv 10 PEyebog
WV oWUOTLOLWV.

H avinon twv koAAosdwv owpatdiwv og yeyaAutepa owyatidla ival BepuodUVAULKWE EVVOLKN), ETIEWDN N EVEPYELQ
TWV OTOMWV OTNV ETILOAVELD EVOC KPUOTOANOU eival uynAdtepn amd TNV EVEPYELD TWV ATOPWY OTO EOWTEPLKO TOU
KpuotaAhou. KaBwg Eva owpatidlo aufavel o€ peEyeBog, 10 KAAOPO TWV ATOPWY OTNV ETILPAVELD PELWVETAL.

Ta cwyatidla pe pEyeBog vavopsTpwy Eival o dLaAUTA atr’ OTL Ta cwuaTidla pe pEyeBoc pikpoueTtpwy. H depyaaia
KOTd tnv omoia ta PIKPA owuatidla dltaAvovial Kol Ta peydAla auvéavouv o€ peyeboc ovopddletat wpipavon Ostwald
(Ostwald ripening).



2. KaBi{non (precipitation)

Avamrtuén KpuotaAAwv

[la YIKPO XPOVIKO dLACTNUO PETA TNV TPo0BKn LWnuatotontr), 10 OLAAUPO PE TOV aVOAUTN TIEPLEXEL TIEPLOCOTEPN
OtaAupevn ouoia ar’ ot erfalAetal amo v Loopportia. Autd 1o dtaAupa gival uttEpkopo. TOTE N KpuoTaAAwon
oupPaivel og dUo 0TAdLA: TIUPMAVWON KaL AUEnon PEYEBOUC CwUATLOIWV.

21NV Tupnvwaor), ot dLoAupEvES ouaieg dnuLoupyolv BOTPUEC €TtaPKOUGC peyEBoug, oL oTtoiol avadlopyovwvovial o€
oLatetaypevn dopn, LKav va dnuLoupynoel peyoAutepa owpatidla. H uprvwon ptopel va ocuuPel o€ atwpoupeva
owpatidla akaBapaolwy r avwluaAieg otnv eMAveLa Tou UAALVou doyeiou.

2tV aovinon peyéBoug, popLa, Ovia 1 AGAAOL TUPNVEC CUPTIUKVWVOVTOL O€ TUPNAVA TPOG Onuloupyia €vog
MEYOAUTEPOU KPUOTAAAOU. 2NV KpUOTAAAWGN, OnULOUPYELTaL EVa OTEPED PE PEYAAUTEPOU EVPOUG dOWN.

If !
C‘u"'{mﬁ + CO3 (ag) = (CaCOs),(ag) = (CaCOs3),(x)

Amorphous Crvsialline
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2. KaBi{non (precipitation)

Avamrtuén KpuotaAAwv

2tV kafilnon, n mupnvwon eéeliooctal taxutepa ot OtL n auinon PeyéBouc o’ €va TOAD uTtEPKOPO dtaAupa,
TIOPAYOVTAG MLKQOOKOTILKA OWMATIOW 1), TO XELPOTEPO, EvO KOANOELDEG. 2& ALyOTEPO UTEPKOPO OLoAUpaTa, N

Tupnvwon cival Bpadltepn, KL €T0L OL TUPNVEG WTIOPOUV va aufnBouv o€ peyaAUTEPA Kal TLo dlaxelpiolpa
owpatidla.

OL TeXVIKES TtOU cupPBdaAouv avénon tou YeyEBoug Twv ocwuatdiwy Tepthaufavouy:

1. Auénon tn¢ Beppokpaoiag yla v’ auénBei n SLOAUTOTNTO KOL ETTOPEVWE O UTIEPKOPETUOG.

2. Bpadeia mpooBnkn tou Wnuatotont ME KAA avAplln, TPEOC aATo@uyr TOTUKAC Katdotaong uynAou
UTTEPKOPEOMOU, TNV OTLYUN) TIOU TpooTifetal o WnuatotoLntr¢ ato dLdAupa.

3. H xpnon peydAou Oykou OLOAUUOTOG, £TOL WOTE OL CUYKEVIPWOELS TOU OVOAUTN KOl TOU L{nuaToTioLtr) va givalt
XOHNAEG.



2. KaBi{non (precipitation)
Opoloyeviic kaBilnon

21NV ogotoyevr) kaBi{non, o Wnuatototr¢ dnULoVPYEiTtaL apyd HECO O’ Eva OPXLKA OUOLOYEVES OLAAUMA, JECW MLOG
XNMKAG avtidpaong.

Auto eival evepyetko yiati, otav n kabifnon civat apyr, n avénon PeEyEBOUC TwWV CWUOTIOLWY UTIEPEXEL OE OXEON ME
NV TUPNVWOr, yla va dwoel ueyaAlTtepa Katl kKaBapotepa owuatidla, ta omoia dinbouvtal eukoAdtepa.

Otav n kaBilnon cival tayxeia, n TupnRVwon TEIVEL va UTEPEXEL NG KPUOTAAAWONG KOL TA OwMATidOlW Tou
dnuLoupyouvtal ivat Pikpa kat dtnBouvtatl dUCKOAQ.



2. KaBi{non (precipitation)

Opoloyeviic kaBilnon

‘Eva mapadelypa opotoyevoug kabilnong civat o apyog oxnuatiopos @opuitkol Fe(lll) amo eva duahupa Fe(lll) kat
QOpPUIKOU 0¢€og. H kabilnon {ekwvael péow dlaotaong tng oupiag og Bpaoto vepd ya tnv apyn dnuioupyia OH:

]
I
f“c““x_ heat N
H.N T"'-I-I: + EH:E] — (CO, + EHHJf + 20H

Urea

H otadiakn tapaywyry OH- evioyvel 10 péyebog twv owpatdiwv tou Wnuatog goputkov Fe(lll):

I To evudatwuévo mpoidv tou @opuikou Fe(lll) dev €xel kaBoplopévn

_C. Kal otabepny ovotaon. U autd kat Beppaivetal otoug 850 °C yia 1
H OH + OH » HCO, + H,0 h, €10t wote va dlaomootei oe Fe,0; 1o omoio Quyiletal Ko
Formic acid Formate uttoAoyiletal n toootnta tou Fe(lll).

IHCO; + Fe'* — Fe(HCO, )5 » nH,0(s 1

Fel(lIT} formate



,r_ Common reagents used for homogeneous precipitation

Some elements

N N
@@ + H,0 — CI@] + CH4CO,H

Precipitant Reagent Reaction precipitated
OH Urea (H,N),CO + 3H,0 —CO, + 2NH; + 20H Al, Ga, Th, Bi,
Fe, Sn
OH Potassium cyanate HOCN + 2H,0 —NH; + CO, + OH Cr. Fe
Hydrogen cyanate
S 0
_ |
5 Thiocacetamide” CH,CNH, + H,0 — CH,CNH, + H.S Sb, Mo, Cu, Cd
503 Sulfamic acid H.NSO; + H,0 — NH} + S07 + H* Ba, Ca, Sr. Pb
00
1
C,05 Dimethyl oxalate CH,0CCOCH, + 2H,0 — 2CH;0H + C,0;" + 2H? Ca, Mg, Zn
POy Trimethyl (CH30):P=0 + 3H,0 — 3CH;OH + PO, + 3H* Zr, Hf
phosphate )
Cr0; Chromic ion plus 20" + BrO; + 5H,0 — 2Cr07 + Br + 10H Pb
bromate
O
8-Hydroxyguinoline 8-Acetoxyquinoline CH,CO OH Al U, Mg, Zn

11



2. KaBi{non (precipitation)
KaBi{non uttoé tnv tapovsia nAeKTpoAlTn

Ot LovTkeG evwoels ouviBwg Kabl{dvouv UTo tnv Ttapoucia €vog nAektpoAutn. la mapddeypa divetar o AgCl, o
ortoiog dnutoupyeitat ag 0.1 M HNO,. Ta koAhogldr) owpatidla tou AgCl aucavouv og péyeBog péoa og dLaAupa Tou
TepLExeL epiooeta Agt, H*, and NO3.

H eupavela twv owpatdiwy £xeL epioosla BeTikou optiou e¢attiag Tng mPooPOPnNonG twv emAéov WOVIwv Ag ota
ektlB¢épeva Lovta Cl. H Betikwg QopTiopEvn TLPAVELO EAKEL OVIOVTA KOL ATIWOEL KOTLOVTA ATIO TO LOVTLIKO TIEPLBAAAOV
Twv owpatdiwy. Ta BETKWS QOPTIOUEVA CWHATIOLO KAl TO ApVNTIKA QOPTIONEVO TEPLBAANOV attokaAouvtal padi «To
NAEKTPLKO OLTTAG otpwuay». Ta KOANOELD) CWHATIOLO TIPETIEL VA OUYKPOUOTOUV JETALL TOUG YL va ouveVwOoUv.

EvioUtolg, 10 apvnNUKA QOPTIOMEVO LOVTIKO TEPLBAAOV Twv owpatdiwv dpa OMWOTIKA yla Tt cwuotida. Ta
OWHATIOLO TIPETIEL VO €XOUV ETTOPKI] KIVNTIKI EVEPYELO YLO VO UTIEPKEPACOUV TNV NAEKTPOOTATIKI) ATIWON TPV
uTtopEoouv va cuvevwBouv. H BEpuavon uttofonBd tnv cuvEvwon au§avovtag TNV KIVNTLKI EVEPYELQ.

H aofnon tng ouykévipwong tou nAektpoAutn (yia tov AgCl eivat to HNO;) pewwvel to TAX0G TOU LOVTLKOU
TEEPLBAAAOVTOC KL ETUTPETIEL TA oWMATIOL va €pBouv eyyUTEPA TPV N NAEKTPOOTATLKY) ATIWON YivVEL ONUAVTIKN. U
AUTOV TOV AOYO, OL TIEPLOOOTEPES OTOBULKES KABLLNOELS yivovTal UTIO TNV TTOPOUGCLa NAEKTPOAUTN.
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2. KaBi{non (precipitation)

Xwvevon (digestion)

To uypo amo 10 omoio KaBllavel [ KPUOTAAAWVEL Pla ouoia, ovopdletal punTpwod uvypd. Meta tnv kabi{non, ot
TEPLOOOTEPEC DLAOLKOOIEC ATIALTOUV ULa TEPL0O0 OTACLUOTNTAG UTIO TNV Ttapousia Bepuou YntpLkou uypou.

Aut) n eneéepyaoia, n omoia ovopdaletal xwveveon, utofonda tnv apyr avakpuotdAlwon tou wWnuatog. To peyebog
WV owPOTOiWY auiavel Kal oL TtPooiéeLs teivouv v’ amofAnBouv amd toug KPUuaTaAAoug.



2. KaBi{non (precipitation)
KaBapotnta (purity)

OL T(POOPOPNUEVES TIPOOHIEELS deoPELOVTOL OTNV ETILPAVELD TWV KPUOTAAwY. OL artoppoPnuEVES TIPOOMIEELS (METD
0ToV KPUOTAAAO) KaTnyoplottotouvtal wg EYKAELOTEG (inclusions) 1) epikAeloteg (occlusions).

Ot €ykAELOTEG €ival LOVTO TIPOOHELEEWY TIOU KOTOAGUBAVOUV TUXOEC BEOELC EVTIOC TOU KPUOTOAAMKOU TIAEYUATOG, OL
oTtoieg QUOLOAOYLKA KataAapBdavovtal amo Wvta tou KPUoTdAAou. Ot EYKAELOTEC gival TIEPLOCOTEPO TILBAVES OTaV TO
LOVTO PLOG TIPOOMULENG £XOUV PEYEBOC KaL POPTIO OPOLO PE KATIOLO OTIO TO LOVTA TOU KPUGTAAAOU.

Ou TtepikAeloteg gival BUANOKEC TIPOOUICEWY TIOU €ival KUPLOAEKTIKGA EYKAWPLOPEVOL OTO EOWTEPLKO EVOC KPUOTAAAOU
Tou auavel oe peyeBog. Ou TIPOOPOPNUEVEG, EYKAELOTEC KOl TIEPIKAELOTEC TIPOOUiéEl ovopalovial cuv-i(nua
(coprecipitated).

Anhadr, ot mpoopiéelc kab{avouv pali pe 1o €MBUPNTO TIPOLOV, OKOMO KL av Qgv Exel yivel uméEpPaon g
dtaAutdtntag g tpoopgng. H auv-kabifnon teivel va xelpotepelel o€ koAogdn wWruata, omwg BaSO,, Al(OH),, kat
Fe(OH) 5, Ttou £xouv peyain emgavela.



2. KaBi{non (precipitation)
KaBapotnta (purity)

MepLkEC TIPOOUIEELG PTTOPOUY V' aTtoQELXBOUV UE XPAON MHLOG
ouoiag kKahuyng (masking agent), yla tnv amotportr) aviidpaong
ME ToV LW{nuatomoLnth.

[la opadelyya, otnv otaBuki avaAuon twv Be?*, Mg?*, Ca?*,
BaZ* pe 10 avidpaotiplo N-p-YAwpeo@atvUAKLYVAUWVUOPOEaULKO
0f0, oL mpoopifelc omwe Agt, Mn?*, Zn?*, Cd?*, Hg?*, Fe?*, and
Ga3* dlatnpouvtal oto dtdAupa pe Ttepiooeta KCN.

Cat + 2RH — CaRao(s)l +2H"
Analyte  N-p-Chlorophenyl- Precipitate
cinnamohydroxamic acid
Mn’* 4+ 6CN- — Mn(CN):-

Impurity Masking agent Stays 1n solution

Cl
O @
N
0

OH
N-p-Chlorophenylcinnamo-

hydroxamic acid (RH)
(ligand atoms are bold)



m Relating Mass of Product to Mass of Reactant

The piperazine content of an impure commercial material can be determined by precipitat-
ing and weighing the diacetate:'”

L] " + " -

'NH HN: + 2CH,CO,H — H,N NH,(CH,CO,), (27-6)
Piperazine Acetic acid Piperazine diacetate

FM B6.136 FM 60.052 FM 206.240

In one experiment, 0.312 6 g of sample was dissolved in 25 mL of acetone, and 1 mL of
acetic acid was added. After 5 min, the precipitate was filtered, washed with acetone, dried
at 110°C, and found to weigh 0.712 1 g. Find the wt% of piperazine in the sample.

Solution For each mole of piperazine in the impure material, 1 mol of product is formed.

Moles of product = — -2 € _ 3453 % 102 mol
OlEs O Flr u _E[EIME]I'I“UI_ o mo

This many moles of piperazine corresponds to

Grams of piperazine = (3.453 % 1077 mﬁI){Eﬁ.IBE %) = 02974 ¢
which gives
P f piperazine in analyte = w0l 2 » 100 = 95.14%
ercentage of piperazine in analyte = 03126¢ = 05.

17



BiBAoypacpia

Christian G.D., Dasgupta P.K., Schug K.A., 2014. Analytical Chemistry, 7t Edition, Wiley, NJ, U.S.A.

Harris D.C., 2016. Quantitative Chemical Analysis, 9t Edition, W. H. Freeman and Company, NY, U.S.A.



	Slide Number 1
	Slide Number 2
	Slide Number 3
	Slide Number 4
	Slide Number 5
	Slide Number 6
	Slide Number 7
	Slide Number 8
	Slide Number 9
	Slide Number 10
	Slide Number 11
	Slide Number 12
	Slide Number 13
	Slide Number 14
	Slide Number 15
	Slide Number 16
	Slide Number 17
	Slide Number 18

