unanadTIMsiiaMIAnsIAaasNINFBAEAS

a 3 A & . .
N19LATIEHRIUINIUN (Water Determination)

0%"3 25 Karl Fischer Titration

NeY. YA TETUE, NYY. UIIF UTNTUAI
v ¢
1. 20niszaia
LA TLNURANNITUAZLWINNTIATIER AT U NG 283T Karl Fischer Titration 81931

waslfuanns

2. UNI

MIAT9UATIRAENT LU aIWaI7% wiadanaue Nlnsimuaanasguluanizuis
W3aaN1=U3MaNIN (calculated on the anhydrous basis) 3ndugdasnulsunmiluas ns
AanerdTunmsialuas (water content) Nszyludinend18iF Karl Fischer Titration 1351
o e o @ o [l AA |a 2’ a & 1a ? 9/094' ' =S
FUW1191299 (specific) LanzdwiudrateniiuTinmings Tianzidiunaildasud 0.001 g
100% S§IUNITILATIZHG8 coulometric titration 1MINE&IRTLARBEINTUTUae asud 100

Mg 9 10 mg

3. BANN13

Karl Fischer Titration (KF Titration) %38 Semi-micro determination of water (Ju35
nasgulumdansimyfinailummilusazuenlutana - endumaving§senvasinlu
Mazansuaanasas (R-OH) nu'laladu (I,), Sulfur dioxide anhydrous solution (SO,) WAZLUELTY
pyridine %aLﬂumuﬂs:ﬂauﬁfugmmm Karl Fischer reagent ﬂﬁﬁ%mmmﬁwﬁﬂmmoma (direct
titration) w3alasn1sdan (back titration) fle lagumeiinyAandasdl methanol USuaunn
LNEIWALRND

nanmvasL §Asaait

H,0 + I, + SO, + CH;OH + 3RN = [RNH]SO,CH; + 2[RNH]|

4. v@3094@ Karl Fischer Titrator Ltazqﬂnitﬁ:
midaadinTasile Karl Fisher Titrator Aavdaadluiasljifinisiaruguamngiiuag

& \ a < v da A a & a & ° L oAde e
AINNDI "L&lmimmluuaammsmawuﬂawaaqmgw ﬂ’ﬂ&l“ﬁ%iﬁd LLRZVL&I@I@@IGSL%@]’]LL%%GVIELT']G

NULARIANNTAULRZLARIAINLE U mylnnsadaanduszuueuszdfidnuadesionss
szw”mzi’mnm”umamﬁaﬂaqﬁumig@mw%umﬂmmﬁnTmﬂu@TaasmLLa:iz'uu GERND)

Titrator 1Jun13 apply TWRANTzUL&ATIN platinum electrodes UTeanas 5 - 10 pA L3901 b1 200
mv fyasuyailadiinosilussdednagnrhdfisenwaald USunm Karl Fischer reagent

Fal3a9: MIIATNLAMUSIMEN (Water Determination) @28/3% Karl Fischer Titration %a: 3002-1-000-002-12-2562 311 3n#%n28na: 2.0 Bibafia
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a Ql =3 v o v Q' J ] 1 |
niiagluandsaaniasazilinminasesnszusWiudindnagszning 50 — 150 pA 1w
A EAX o o \ {a A I & o
AT 30 AUINDY 30 WIANIRTUNLAIBENNIIATIEH  WANTAATIERUAS reproducibility UWAL
waeUaT8 819 ANUTUTURNNNTVRY Karl Fischer reagent, avinasanafldasaisaiadng uay

MaiaNIIAINTH

A oA &
LﬂjaGNaLLﬂzﬂﬂﬂjm

—_

Karl Fischer Titration apparatus with automatic Burette
Analytical balance (minimum resolution 0.1 mg)
Syringe with long, thin needle (microsyringe)

Weighing spoon for solid samples with cover

o M w DN

A titration vessel with:

2 identical platinum electrodes;

Tight inlets for introduction of solvent and titrant;

An inlet for introduction of air via a desiccant;

A sample inlet fitted with a stopper or, for liquids, a septum

6. Magnetic stirrer

=
SARITEY
1. Karl Fischer reagents for volumetric water determination

2. Anhydrous Methanol

5. N13LA38¥ Karl Fischer (KF) reagent
a . . o A (Y A aa
\iu iodine 125 N3N luanIazanadIlsznavee anhydrous methanol 670 JARRATLAL
pyridine 170 Jadaas nanldid nunazadnglilwidn wiiiu pyridine 100 dadaaslk graduated
cylinder wu1@ 250 Aafaas lwarasiudarinn dry sulfur dioxide aulaL3a1as 200 AafAas fae 9
INFNIRZANHBENIT ) a9luaIHEN iodine NLEW el iodine azANBARRNA INEN1TALALN be
lansustlosnuugs a9n9ly 24 Taludnean standardization  luzI9UINVEINTASEN (freshly
prepare) &1382a18% 1 ﬁaﬁﬁmﬁmawaﬁuﬁﬂ@mhzmm 5 ﬁaﬁn%’mlﬁi@hamgmza@mﬁaﬂ6]
W standardize auldnulu 1 MilusnTaiuazaisnidinimilinuetvdaiiies laoussy KF
reagent LA Tueadnulasvmeliony  §ANEMIALIAY KF reagent Nnanzandaiilu
) PN A ) & < v &
mauzdoiriuuzs Jasdninadaariuanudu wasiivlugdiin
fnsuMIIaNeirinNdYSunaias (trace amount of water: less than 1.0%) A3L% KF
reagent ﬁﬁmaugaﬁ'ﬂﬁﬁ (water equivalent factor) luifin 2 1ws1zazinslEUSNNaT KF reagent
A X Y a { % ' @ o @
winduuazlinadianzingndasadsiiibddny
a a 4 o A , & Aa [ A wa A
luafia mua3ow KF reagent Juldiasfianugion ldidunfisunulumaljiGuazdnig

o . A & o o o A = | = v a Av A a
1°]j pyrldlne slix‘lLﬂuau@li"lElm_lEﬂ“]jd’]umadﬁ]’mL‘ﬂuﬁ’]iﬂa&lui\‘] ﬁ%?uuu%aqﬂuiﬂﬂﬂwa@ KF
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Aa o Ao | A £ A Aa o ' o .
reagent  fflanuasdinszquamddming lasfimsldasdunfenudasansnileud
imidazole Wn pyridine %38 TME alcohol THADULNY® methanol UaNINNATNNTBEALLLLATDY

' an A A o o o a ead 1 o A £
VlmLm@lamiuumim:wﬂ@wL‘wwmwﬁaa@nmaé‘tmmuaﬂwmms’]mmmummﬂmmu

6. nﬁmﬂ%mmm{ﬁﬁaugaﬁu Karl Fischer reagent (Standardization of the reagent)

(Jun1snnen Water equivalent factor (F) 983 KF reagent ’3“3?1’13@”\117:

L@3 anhydrous methanol vﬁammzmsjﬁmm:auaﬂummuz titration vessel MTUSu
VINLNLINBAWYIINLUaNE platinum electrodes I@]UﬁLLﬁGLL@JL‘H&ﬂﬂ’Jua%Jj@]aa@ll,’lm

amnaIwinfiausalgsmums standardization I purified water (water content
100.00%), sodium tartrate dihydrate, USP reference standard %38 commercial standard with a
certificate of analysis traceable to a national standard

TasufdasRarsonluvms standardization fa @ﬁ']ﬂ%mmﬁwﬁawy]aﬁ'u KF reagent (The
reagent equivalent factor), USaN@3 titrant NlFlumsnnsa, 2w burette, uazUSuNmAEN3
m@lig’mﬁ’]ﬁl“ﬁ' Tuduaauns standardization ¢ water equivalent factor ale daslitasnin
80% maa@hﬁszyvﬁuuamﬂ

el purified water 738 water standards \Juasu19331440

o A

59 purified water (ANuAzIBuaat9ay 0.1 mg) TWilshwinfigndasiidanmi 2 - 250
mg laeld microsyringe laatnasiaisaiaslu titration vessel Ndavinazasluszuunysiaainii

v =S o a :’ A [ .
lTninsasy KF reagent IUTNIARUUR mu’smﬂimmu’mauﬁaﬂu KF reagent (water equivalent
factor; F) A%

F=W/V
1a8 F = water equivalent factor
W = tnnnwadin (mg)

V = USu1a3284 KF reagent ﬁawgaﬁuﬂ%mmﬂﬂ (mL)

7. NMIATIVHDUANNIANIEENVDITLUY (Suitability)
MINIUEBY (verification) LNBWIAIANNLAN (accuracy) LagMIAANTRREANTARNAL

(% recovery) 335N1309%

'
£>

\@383 water standard mlﬁﬁﬂmﬁfﬂﬁgﬂﬁaaamaﬁaﬂ 3 determinations niniaae Karl

o

Fischer reagent lwszuufiidaazanslugnzfidnaannin Ininiaauisgasuys i
SauazMIAMNAL (r) A%
r=100x W, /W,
1ag r = So88TNIAUBNAL
W, = dSunaiiida (mg)

W, = YSunawsihiwy (mg)
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AU UANLARVIANTEDRZNIAWNAL mmwi‘mwau%’uﬁmm:auag’i:‘mha 97.5% WA
102.5%

8. NILATYNAIDLNINILATIZH

v
o '

TIatd (ANwaziBunatvion 0.1 mg) lasduwinkinaziithagiszanm 2 - 250 mg

I@lUﬂ'a?mmﬁasquam”aasmﬁfﬁ AUz ldInA AW A9
FCV / KF
lag F = water equivalent factor (mg/mL)
C = U531 KF reagent 7% Aaudu % 284071417 burette Towvialuaasden
3211379 30% B9 100% FRILMTININTAGI888 wazliansening 10% 59 100% &§RIUNNT
Vl,mmmﬁﬁmsmmawgaﬁ'sslm'%flaa"l,mmﬁ'ﬁé'@ﬂuﬁ&
V = 50n1@3A21%9 burette (mL)

KF = Taiuuavastsunmiluaiatng (%)

'
=

[Tauuzihn: wagmued FCV fldaisiidnannnimiawiiny 200 wwasiulaldd dSanaihdesfiga

dlﬂ U Q?: 1 A 1 Qs
‘Y]’JLﬂi’]x%ﬂ@%uuﬁﬂﬂﬁﬁﬁimﬂqﬂﬂ 2 mg]

2
A v A

MILAILUAIDEN p13UuuuaN g Jasi

=

1y gl TINgEN (TIaehsaziben) fuaazidsausraneraineliiesnit 4 1l lu
ann:mﬁmmﬁﬁmuquqm%nﬁua:mm%u"lsﬂﬁﬁwamz‘nmiamﬁmﬁzﬁ

2) puadga Igksenaneuadgalitesndt 4 Lmﬂsgaﬁwamﬁuauﬁ's TI0819821580

3) ;dwsuaaniu tinmainslu freezer iwaaldiasndt 2 Talug dheanuuszde
it Didasanan 10.0 Safantvesarasnsninaaliigriuue ﬁﬂ"l,ﬂ"lmmmﬁqm%nuﬁﬂszmm
10°C #iageni

4) W]ﬂ@JE]I%ﬂi’lWleql’j’l Lﬂummﬁ@@mwwéudw (hygroscopic) 'lelin Iyophilized product
ﬂ%ammﬁ'msaﬂu vial lﬁizﬁ'm:i'aLﬁ"aﬂaoﬁ'uéﬁaﬂwgmmww%umnmarmmw TIT0EN9N
MTuzuITetvazidua 14 syringe waiduaaefiuie 9@ anhydrous methanol WioENTazaNLAn
A s USINaTunem ﬁ@ad"l,ﬂslummuzmsi;éﬁaziwua:mzi%ﬁaa:mzm”aazha I syringe
\AngasIazatuaiatsaaniuaziaasidlu tiration vessel Tussuufilnaaniin dsnmnaus
m‘sﬁg@ﬁaamﬁm anhydrous methanol wWiomsarapanfitianzay Usunasuiuan dnosanly
maue ninsariudl - v blank laglninie anhydrous methanol w3os13aza8ARMLANNZEY
ﬂ%m@nﬁnﬁ'uﬁazmm”’;ashaLLazﬁwmﬁaﬂfmwﬁaq@awa iendilditluvnaananmslninge
Aueatng aum%uzmnéﬁamﬂﬁuﬁaﬁ 100°C 1lwaan 3 Falus Aelwiiulu desiccator waz
Favinmen AUz E AW RN INRIN Y 09NN NNA A9 BRI IS U uLaI N 89

MIUsLUan
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9. unayil
Karl Fischer Titration tdu3fanaspiulumsdienzdwdSunmihaudafnuenasdism
a [T :/ & €d' A = v
sansndeneidTinasihnsluuazuenluanams  lnunsurinldfe  KF  reagent @adsznaudan
4 ¥ " o a . .
fIazaNuNUI@INN®NVeY sulfur dioxide WAz iodine m:maagiumuwammmmﬂm pyridine Lae
methanol KF reagent miaﬂum%u:ﬂaoﬁmmaLLa:mm%u ﬂ'wawgaﬁa Water equivalent factor (F)
184 KF reagent 3:a0a41301 9 dad standardize fioun3ltau lapdnauyafld liaimiasndi 80% ves
frylivuaain  mimuseuiiamdnnuuiy lasnmsmaisasaznisdunsuidunisasasauaiy
wianzavvesrzuulningtu  Jagtduaiesda KF Titrator gnwanlidweiasininiauuudalud@nd
a a &/ [ d' s :’ v a wn
Urniawgsdu  mslninsaduszuuda (close system) Watfasnutiannussenme Kaad Jianns
dasmugugunnduszanudu  Usnnudredanldienzd nalanld KF reagent Nflanuidudu

funnten9 9 YSnnasinunsurinld uazinaiia nadaninugneaszesnanliasziuaz reproducibility
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