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The Development and Validation of Control Water Samples for Quality
Control of Water Content Testing by Karl Fisher Titration Method
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Abstract

This research aims to propose an in-laboratory water content testing solution as an
alternative standard instead of using the harmful and expensive certified reference material. The
proposed control water sample was prepared by mixing Isopropanol and deionized water to obtain
1 % w/w water content. Karl-Fisher coulometric and volumetric titrations were used as method
validation for determination of water content in the proposed testing solution throughout this
work. The results were within the control chart ranging from 0.99-1.04 % w/w for coulometric
titration and 1.00-1.02 % w/w for volumetric titration. The precision as express by percentage of
the relative standard deviation (%RSD) was in the range of 0.37-0.79. The results of the comparison
of the water content of the control water samples between the Karl-Fisher coulometric and
volumetric titrations were not significantly different using statistical t-test at 95% confidence level.
The control water sample had shelf life for 4 months without the change of the water content by

the control chart evaluation. In addition, the accuracy presented good recovery in the range of
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99.37-100.94%. Therefore, the proposed control water samples could be used for quality control
of water content testing by the Karl Fischer titration method. This development could be cost
effective and reduce the risk of using a relatively hazardous reference material according to the
GSH classification and suitable for use in the laboratory.

Keywords: control water sample, water content, Karl Fisher Titration
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1.022 (Ruaiit+ 350)
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1.019 (Auafin+ 250)
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Al 2 wugiiauauUSinanhdmsuiiegsiinuauinedeumelATes KFC (n) 1h3as KFV (1)

wamsﬂmznmmmmmaqmamqmmmmwwmsuuimamlﬂmaaumaLﬂsadmaaw‘%mm
¥hseming 2 Lmama Ao KFC Ay KFV Wmimmﬂmmuwmmummﬁmamwm PNRANTNAFDU
WmwﬂimmuwaamaaNmmummmﬂmm KFC wag KFV mamﬂsmaamsflwummunummmm
39T 3 ImammmummLuummﬁmamwmmmu O 37% uay 0.76% AWEFU ST IHANSAEeY
Tududendu (10 sm) LAZNANINAZDUTERINTIU (10 sm ey 2 Swna3es KFC Wiy 0.71% uaz
0.79% muFuLaraINAIeY KFV WU 0.67% waz 0.55% auddu Ransanainnaeimmmualiag
mul:u &qummmuauwmmaqm1134Lﬂu 2. 70% (AOAC, 2016) ﬁ]dmumm%wamimaavmmu
l:umLuummimuauwmsuaqmamammmwwmmmumumm%mwmaaummmmiww a4
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NamiL‘Ui‘EJULVIEJ“LJi“WJN 2 Lﬂim:ua Imﬂmiﬂi”muwamaaw (t-test) msﬂﬂmmw Excel
Data Analysis L aauaumwaﬂsmmuwaqmaaNmmmm/|wwmﬁuuiumﬂwa 2 w3esile udl
ﬂ’.l’mLLG]ﬂG]Nﬂ"LJLLﬁGNGNW]i’]W] 5 mmmauum%wﬂu Ho: Ho = p....(1) @ Hi: po # pi....(2) lag Ho Ao
mamwmaauﬂimmmﬂuaﬂmaaNmmmummﬂiaa KFC 1y u; Ao Namimaauﬂimmuwm
masmmmmumﬂmim KFV miﬂivLuuwaﬂimtsmf<tcmﬁ1”aamuaum%m HouanTiHaUI e
maqmaaNumwﬂmwmuwmmmam 2 LﬂsamalmmmLmﬂmaﬂummUmmmauusaaav 95 Lm
1un3mmnwm’1 ts,tat>tcm.caﬁluﬂgLaﬁamummu Hoaamuaummu H, uanTImaUsInai e seg
mmwwwuwmmmam 2 w3esfleflinruuananati Famannaeuil WU tua<tae 3197 5)

ﬂ'ﬁ’]\‘i‘VI 4 Naﬂ'ﬁﬂmﬁﬂ’l’mL‘VI%’NSZJBWYJGEJ'N‘u’]ﬂ’J‘Uﬂll‘WWGM‘N']‘U‘H‘-U']ﬂﬂ'ﬁ‘VIﬂaE]UWJEJLﬂia\‘i KFC wag KFV
ﬁNWWUW?J@Qﬂ’JEJEJWQUWﬂ’JUﬂSJ VI‘Ll'JEJﬁaEJauIﬂEJ'LI'MUﬂ

AMEDR AN 2 13addle WA KFC NavIN KFV
KFC KFV Fuhennu SENIeiu Juiennu S¥NIeU
Mean 1.012 1.009 1.010 1.015 1.013 1.015
SD 0.004 0.008 0.007 0.008 0.007 0.006
9%RSD* 0.366 0.755 0.707 0.789 0.671 0.550

MNRUAN<2.70% (n=10, AOAC 2016)

P390 5 HansRdeUT (ttest) veaUunatanndlegimuRusEnin 2 w3edle

t-test: Two-Sample Assuming Equal Variances

AR 1309 KFC 1303 KFV
Mean 1.012 1.009
Variance 0.000 0.000
Observations 10 10
Pooled Variance 0.000
Hypothesized Mean Difference 0
df 18
Tstat 1.277
P(T<=t) one-tail 0.109
taitical ONe-tail 1.734
P(T<=t) two-tail 0.218
taitical two-tail 2.101

NaMIANYINaMNBILRTTANaNARA ssamslARUNGY (%recovery) MnmsAneng
msfafivrestiosaimuny Tassuradeyananmaseutiinaniynidouiidsndinanielugag
WU IAIUANLAENANTUIRS Outlier vosyatayaniuaiia GrubbsTest Lmaﬂﬂmmamamﬂmmmm
maa'mnmUﬂuww@uuwﬂmmaawsmmmmme KFC wag KFV mLLmmaummmaumamam
mussiuidudeud 1 ﬁ]umLmuﬂ%mu’%mmmaaﬂuaﬂmqLLmuﬂumUﬂﬂmwmaaU 2 50U ioAnwN
3vavnafm‘1wﬂwﬂﬁmmmﬁuaqmamammwmmmaam&f[,um«mummum 0.99-1.04 Fouazlag
m‘wuml,au 1.00-1.02 saaaiﬂaumuﬂmmu KFC wa KFV muddunuin eigmsdniiuvesiiedis
henuauiiianntueyd 4 Weu fidadinanemaaeumelurisusugfimunu femufedsiansun
MnArdudsnuunaspuduividlahu 2,70 % SaruuiudiansannatadsiesaznsldAundui
wanviHanIveadeuiA i TindA1a3a inausidvualiirind sfesagnsldAundurag 97-103 (=10,
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21597539975 Yvam. 11(2): 171 - 181 VIR WIVUNBY Uazdvsy uimaassel

AOAC, 2016) manuinlir1segagnslaAunause 99.37-100.94 dwsu KFC wazlviAnipeaynsiaau
N&UT9 99.59 - 100.50 A3 KFV G amaoniia 4 i eulinanuamuinast wazislefiansands Outlier
YorynayanuIHan1siigatan Outlier (min) kag Outlier (max) 910 GrubbTest (alpha = 0.05, n=10)
Wity 2.18 fiseduamuidiosufesas 95 nanmaaeuiiegsiimuauia 10 Susasifeulsnyind
Outlier ualuvauzii nan1snadeuLioudl 5 G'l'aaa"m‘lf’mwﬂuﬁW@uuﬁuﬁﬁW%’mmﬂfuﬁwdw
mﬂﬁzmuﬁuaal,munummmmm 2 50U aqmaimml,aaaiaaa mﬂmauﬂaumumzwmwmmmﬁuuﬂu
LLavwamimaaum 2 ipsesloaenndoetu wanRnsed 6 uaz M7 7

M13°97 6 KAVAABUENTIANUVBIRIDENNATUALTIHAUITUUEAAIT AT (%RSD) ALY
(%recovery) waz Outlier VasynUayasIER3os KFC niesauazlneuntin

, . Yunani sou 1 Yiunanih sou 2
AMNSERR  — = - = = = - - = -

Woul Wou2 Wou3 Wheaud Wous5* Weul Weu2 Weu3 wWoud hiou 5*

Mean 1.011 1.013 1.022 1.016 1.064 1.013 1.009 1.006 1.019 1.073

SD 0.012  0.009 0.012 0.016 0.013 0.01 0.007 0.007 0.013 0.023

%RSD 1.192 0927 1.186 1.567 1.195 1.015 0.685 0.732 1.313 2.128
%Recovery 99.83 100.01 100.94  100.35 105.10 100.00 99.63 99.37  100.63 10597
Min 0.995  1.000 1.006 0.987 1.043 0.998 0.995 0.997 1.003 1.044

Max 1.029  1.028 1.033 1.034 1.09 1.028 1.016 1.018 1.037 1.113

Outlie(min) 1275 1365 1353 1826 1631 1451 1943 1244 1223 1285
Outliefmax) 1471 1629 0941 1108 2032 1458  1.098 1567 1349 1754
wrugfiaIuguAmEY KFC (0.99-1.08 Sasavlnenimmiin), %RSD (<2.70%, n=10, AOAC 2016), %Recovery (97-103%, AOAC 2016),
GrubbTest, (alpha = 0.05, n=10) = 2.18, *fiou 5 TeyauenyuNugimUAL

= LY < Y 1 H Y -%’ = a '
ANINN 7 NANAFDUDIENITIANUYDIRIDY NUIAIUANNWAILUITULARINIAIINLN G (%RSD) ALY
(%recovery) Wag Outlier ¥09YATBYAN8LATDI KFV rilesaaslnguinin

, . Wananh sou 1 Wnani 50U 2
AMNERR - - - - - - - - 2

Waul Weu2 Weu3 Weaud Wous5* Wheaul Weau2 Weau3 Weud  Lhau 5*

Mean 1.016 1.012 1.011 1.009 1.131 1.012 1.013 1.009 1.007 1.051

SD 0.004 0.005 0.005 0.007 0.008 0.006 0.006 0.004 0.004 0.009

9%RSD 0.421 0.48 0.463 0.727 0.699 0.623 0.595 0.423 0.379 0.878
%Recovery  100.50 100.06  99.99 99.78 111.83 100.10 100.19  99.78 99.59 103.95

Min 1.007 1.002 1.005 0.999 1.119 1.004 1.006 1.002 1.001 1.037

Max 1.022 1.019 1.019 1.024 1.144 1.02 1.022 1.015 1.011 1.065

Outlier(min)  2.126 1.976 1.261 1.337 1.467 1.268 1.145 1.595 1.544 1.506
Outlierlmax) ~ 1.378 1.523 1.732 2.074 1.695 1.268 1.510 1.454 1.078 1.527
Lmugﬁmuamﬁm%u KFV (1.00-1.02 %aaazimaﬁmﬁﬂ), %RSD (<2.70%, n=10, AOAC 2016), %Recovery (97-103%, AOAC 2016),
GrubbTest, (alpha = 0.05, n=10) = 2.18, *ou 5 TeyauanyuNugimUAL

HaN1SIUS BB URATEnIEMadey Wetuduinisldietahamuauinaudunaaeudie
Anpaeusiniulinansaaeunlduandsiunissavenudetusesar 95 lnemsussdiunanaaauil
(t-test) smelusunsu Excel Data Analysis WANTUNN tswr<trmicar WARIAINNTIN 8
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P13 8 NanAEBUT (Htest) USHNau1weeiiog NUIAIUALTEMI NENAREUINIATEY KFC kag KFV

t-test: Two-Sample Assuming Equal Variances

AMNSEDR ” - KFC ” 3 " - KEV — -
pnngaunl 1 pvnEauii 2 pnngaunl 1 pnngaui 2
Mean 1.008 1.004 1.015 1.013
Variance 0.000 0.000 0.000 0.000
Observations 3 3 3 3
Pearson Correlation 0.874 0.918
Hypothesized Mean Difference 0 0
df 2 2
totat 1.442 1.309
P(T<=t) one-tail 0.143 0.160
taitical ONe-tail 2.920 2.920
P(T<=t) two-tail 0.286 0.321
taiitical two-tail 4.303 4.303
#3UNANT5IY

mﬂmswwmmamqmmumLwa%mmmmmwmsmaaﬁlmaw;}ummi Tmansidlely
stwmaamamamﬂiwﬂmfﬂ,aaauuﬂﬁt’ﬂumﬂmwmamﬂuwmmﬂﬁlmmﬂsmmmLmﬂu 1 Souay
Imsmmuﬂmamimmaaumwﬂ%’lmmmaamqmm‘umwwmmwwm1 NANSVAEEUMANYIUR
malm 93 KFC uay KFV agUladmaain 2103 aaualmmmu,mﬂmNﬂuammuamﬂmwi YU
radetiuSerar 95 nuanaaeuT (ttest) nafinnuiswunnnaslinefiasananedudonuy
wnsgIuduinslaiu 2.70% muwamwmmumnmaammaq:uamummmimawmimmﬂﬂ'u,aaEJ
Sopermsliaunduludag 97-103 14 Lmummmw 0.99-1.04 5@%“1@wmunmmamﬂmmmwu
msawsumasmamwmawimLquﬂmmmw 1.00-1.02 ¥avaslaetimiin sandsnslnmsauuuansaile
Lﬁuasaaamum uaﬂmﬂuwamﬂmiﬂﬂmmamsamﬂ‘usuaqmaaNmmumimsmmaau 2 seuflong
msdaiiuil 4 weu Imaiﬁumﬂaisﬂwﬁwmaal,wm 50 Sladdns e rnnlessuiisudntiasAaidu
Alganeies 10 m‘mmaﬂ'1iLmsaumamqmmmmmmq VnleanAldd1e91nnnste HYDRANAL
water standard anldaunntla Iusumwm&nﬂumiLaaﬂi%‘laiﬁzﬂwiwmaaLLa“uwi’]m}'miaaaummu
mamqmmmﬂma‘wLquﬂummmmLﬂummmmmumimmmmmwmimaaUmmﬁamaam
s uAIS U BNl HYDRANAL Water Standard snaszuuanna GSH lénane

aAUTENaNSII LA UDLEUDLUL

mﬂéhaa'Nﬁ"lﬂmmmﬁﬂ’&um%uﬁmmmaaumﬁwﬂ%mmﬁ%ﬁﬂﬁlﬁﬂuﬁiauaLquﬂﬁmUﬂm
ﬁmsﬂmmmmmmwmamimaadwawgumms Immmummmmmmim KFC weinernSanay
vhileuaded 1.01 ﬁaaavimamwuﬂﬂwmummuuuw 1.04 saaavimmmﬂ mmmumua’mm 0.99
saaaimumuﬂ S[,usummLLmummmmmmsaa KFV uansAnUSinaniilanaded 1.01 Sevazlog
umuﬂmmummuuuw 1.02 saaavimammﬂmmwmmuaN‘w 1.00 ﬁaaavimumuﬂwamﬂ
mﬁﬂﬂmmmmmwmsmmmummmummmuamwwa LRI 2 mﬁmuammmummﬂuuav
smmmumm%mwuﬂmmuwENLuummgmauwmmaaumlmﬂu 2.70% wuilanaandiesssuing
0.37-0.79% mumummﬁ LﬁaLﬂ%‘aULﬁauwasva 2 Lﬂ%"aqsﬁa Imamiﬂi%ﬁumamsmaauﬁ (t-test)
Wi e uduimausunaiivesiies Nmmumw WA T usenineie 2 1adeadlonudn tsw=1.28
<taitical=2.10 mﬂlmwamnm 2 mimluummLLmﬂmqﬂua&muuamﬂmmwmummLﬁuaumaaav 95
asﬂlmwmamammmwwwuwummaaLUWNLaaﬂamw‘lmwamur«ammmwmwmaauﬂimm
mmmﬁmi"l:mmewumiamwaﬂm mmyaﬂumsuﬂiﬂﬂjmuammmw“lwmﬂgumms LaLan
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973587531777 Yvam. 11(2): 171 - 181 NN NWINUNBDY uaziusy LLﬁ’lﬁ’JSim

msmﬂ‘mmamia]mﬂmaﬂmaaNmmmaﬂ,@wmaau 2 sawiwm"dimmmaamsf[,‘usml,muﬂu
ATUAN 0.99-1.04 SEJEJawaﬂEJU’IMUﬂ mmmmaﬁ KFC LLauEJEJﬂ’IEﬂ.uGUNLLNwmﬂ’J‘Uﬂll 1.00- 1.02 iﬁJEJau
Tﬂaumuﬂmmumiaa KFV mannuwiudsianananaadssovas mslﬂﬂuﬂaumamﬂm 2 idadle
Twmmaﬂiaaawmﬂmuﬂaﬂwm 99.37 - 100.94 mumm%mwummmaaiaaaumﬂmuﬂau Ao
97-103 aﬂmmami‘maaw (t-test) iuWJ’NNVIﬂﬁEJUIMﬂW toe=1.44 <tcitica=4.30 mmumm KFC hH
THA toar=1.31<tciica =130 ﬁTMi‘ULﬂi 89 KFV aiﬂlmmai mwm wmaaumnm 2 LAS | 5 a9l
ﬂ’J'lllLL(ﬂﬂﬁ]’Nﬂ“LJEJEJNZLIuEJﬁ’lﬂﬁUWiuﬂUﬂ’J’]ML‘U@MUiﬁJ'c’Jﬁu 95 uaﬂmﬂumaaNmmmwwmmﬁuuums
MsdnAu 4 mau‘wamﬂmamﬂumqLLmuﬂumumaamﬂaaqﬂum 2 w3edle iummuwnﬂuaaamaa
Shmsuke et al (2014) mt.ﬂumswam CRM iwﬂUH’]U’]‘U’]G}IMNaEJ’IEJﬂ’]iﬁ]ﬂLﬂU'Vl 2 U agnalsAnnudiegng
mmmmmamiﬁmmu 4 Lﬂaul:wm‘wamamﬂmmamiﬁmmmmmmwmﬂwaaﬂgumms
‘lJEJLLuuuﬂumiLGli‘EJ&JWJEJEJN“LJ’W’YJUMJWTSLGEEJJW]"LJilI’W]ill’lﬂLuEN‘\]'lﬂmiLﬁliEJjJGl’JEJ‘c’J’Nu’l
mUﬂmmﬂimmuaawmwﬂwmwm’wmmmaumaaﬂm’mmmwmamamﬂammmm lesanndl
mmmmwmmmﬂmﬂmaumﬂiwm’]ﬂlaaaumLmJmmmimmaa’mmwU‘smmuaau’m 9 Wldends
LﬂmmmmmmwmmanmimmmammmmamnmﬂimmuasLLaummmwmmmﬂﬂLUGﬂﬁAﬂﬁWW
L‘waﬂaasfl,umﬂuuﬂuﬂﬁmmuamummamammLﬂumuﬂuaﬂmamammmwmaqmsmsw VOLAUDLLUY
dusumsnaunely mmwﬂumu%ﬁmiﬁﬂmm&miﬁ]mﬂusuaﬂmamammmmﬂmammulﬂw
s‘dLL‘U‘U‘Uii'«Jﬂmmw‘lmwamamsmmwmmu LU mifaﬂm‘umaaNmmmmmumimamwﬂmu
IummuswummaﬂLLauLﬂmslfumwaummmuﬂﬁLﬂmiﬁmumﬂmwLmau"bmaul,imu ﬂummiﬂﬂm
mswmaaummmmmemaamaﬂwuﬂmﬂ%mmmmemau 5 19U FTIR %30 NMR Judu e
msBsudiourassd s nIedeus ndommile

AnfnIIuUIENA
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