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ANEIN15D (SDPA) 990 modified Horwitz model wazUsuiiiuanuanunsanesugufinisiasldina
A1 7' score

Tvesuinisauladniuioufisunadiua 5 wie nansuseidiugienis formaldehyde
Ienannaouaglunasiniimela (21 < 2.0) $1u9u 2 wis (Geva 40) nannasuaglunusiiiasde
(2.0 < IZI <3.00 W 1 us (Sewag 20) wagnanaaevaglunamiliiinels (21 = 3.0) Fuu
2 wis (Fewaz 40) @1u318N13 available iodine Ienanmaausglunamidiiiwela (21 < 2.0) $1ury
4 wia (Fegay 80) Hanaaauagluinaeiiasde (20 < 1z < 3.0) 31w 1 wia (Fesay 20) lagliny
wanaaeuitegluinasilivmels (21 > 3.0) fesfuRinisiidirsandSoudivunainuanansalunis
nedeUNAnTasieiled un1sUAdnT ofa formaldehyde uaz available iodine Tuszduweldded
iy etlannsmiwamsussdululflunsadeanusilaluaaldlduesmannaeu maidsets
ANuaLNsauaE LA e nTesU RSl dautie s fiRnsfiinanaasveglunasiliviwela
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An evaluation of laboratory performance on testing of two disinfectants for

livestock production using an interlaboratory comparison
Naruebeth Noen’cong1 Paruch Kunprom1 Napatsorn Suwongsaksri1 Aekasit Tumsit’

Abstract

An interlaboratory comparison (ILC) is an important activity in the monitoring of laboratory
competence. The objective of this study was to evaluate the laboratory performance on testing
of formaldehyde and available iodine disinfectants for livestock production using an
interlaboratory comparison with statistical basis on ISO 13528: 2015 as follows; sample
homogeneity and stability studies; the assigned value was determined from single laboratory
approach; the standard uncertainty of assigned value was estimated according to
Eurachem/CITAC 2012; the standard deviation for proficiency assessment (SDPA) was
calculated from the modified Horwitz model, and the evaluation criteria of laboratory
performance was done by z' score.

There were 5 participants in this ILC study. Evaluation performance of formaldehyde
plan yielded two satisfactory results (Iz1 < 2.0) (40 %), one questionable result (2.0 < IZ'l < 3.0)
(20 %) and two unsatisfactory results (IZ'1 > 3.0) (40 %). On the other hand, the available iodine
plan produced four satisfactory results (IZ1 < 2.0) (80 %), one questionable results
(2.0< 1Z'1 < 3.0) (20 %) and without any unsatisfactory result (Iz1 >3.0). The results indicated the
participants had fair to good competence on the testing of formaldehyde and available iodine,
respectively. The participants could use these evaluation results to ensure the validity of test
results, monitor the performance and develop the laboratory capacity. Nevertheless, the
participants that obtained unsatisfactory or questionable results should further investigate the
causes, and take corrective action and prevention. In addition, this ILC study demonstrated the
application of ISO 13528: 2015 statistic for evaluation of laboratory performance although

there are small number of participants.

Keywords : Interlaboratory comparison, disinfectant, ISO 13528: 2015
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Tuanusuiinteuraansuadnifidndny Téun nansusienide (disinfectants) uaznanfasiinauayen
wazainde (sanitizer) \udu Tgdusmedumsuadniussinnnansusenidednasyssaniutuyie
uaanauTAvesansIte Mnsetenansusisndodunsadniitunsdeulifunsuuade i
Juansnqudadiles wu formaldehyde, slutaraldehyde uazngu available iodine figuauunnan
200 neadu (nesauANpIILAreNEnS, 2563) Gsdndulssanmienas 50 vesioun n1sAnyIASe
ii3a@on formaldehyde waw available iodine \ufunureswdnfusienidesumsuadnd

d3uidnageu formaldehyde loua A8lnimnsaniu ASTM D2194 (ASTM, 2012), USP
(USP41-NF 36, 2018) uagisn15as9eynusiv 2, 4 - dinitrophenylhydrazine (DNPH) udm15333ns3e
wipllA high performance liquid chromatography (HPLC) %QL‘?Jumﬂﬁﬂﬁlﬁ%mmﬁ&maéwqj{ﬂ (Su and
He, 2017) {Wusiu d9u available iodine 11y fieal#38lnmsn (allsdla, 2550 waz USPA1-NF36, 2018) Tu
mavndeunAnsiEnde Fesftinssuiudeadenldiivaasuiinyay Tassunimmiuaeunie
avasuaulilivesituagiesinisairsnnusiulaluauldldvenanaasu aude 7.7.2 vos
1MSEIL ISO/IEC 17025: 2017 fszyiwiesUfiRnsseaihszsmnuannsalasnsiisuiiisunaniu
o fuRn1sdu drduazimnzay madheeTeldesdinimun mumuiasdesruiwiadoaeis
seldil visesy q Auwnzau 1un msdunegeuautIugLaznsEiTUSsUTiBUNa TN
osUFtAns ielinansTnindefiowazduiivensu

ISO/IEC 17043: 2010 Tillgnuwes “nsiUFeulfisunaseninsiesufjifinis” 1ndumsdniiunns
warmsdsnidunanisiavidonmnaeviafeiuviendioadiu InefesfiRmtusiasauataly
vidonnnimuieulsiidivuald TnsvesufiRnisannsalivsslevndieUss fuannmuanaaeulidl
audeie T lumaisy Tsmnuaunsavesies §URnT (Thompson et al, 2006) ldimundngam
vesfuRnmsuazioliidulumudervuavesmine$uses (Eurachem, 2021) tagthuiesufdns
neaeunAnSusidtensnnnasguazionsudliinnin SnvaldfiglFuinsnaasuainutiuigly
uHuUNIAdeUNARSuTRiFadunsUadn flnenss Fediausududeddisiuisuiisunasening
wosUfuAntg ieatrsnnusiulaluauldldvesnanaasunasilimsuseduanuaiunsaves
veafuAnns naonauTsneaeuiviesufuinsdndnallinga Tnsnsuuadnianunsotmanisdn
lasununirsdiduguadngdunsieaiunisuadnd 1wy n1sivuaisnaasuuInsgu
mﬁmaaaaummi%lmGuamﬁmaaumﬂwmwamgumm's m'ﬁlmaummwsauLﬂumwusmimaau
augIungy My elildnanaaouanfesfiinssuiovetunsidounansusisdonionis
dglounisianisnaaeudusdadailuaune

msfnwedsilinguszasdileUssifivmuaninsafesufuRnmameanundnnsienideduns
Urdnidnuiu 2 vlinfie formaldehyde wae available iodine Mig3SIeuIisUNATENINviDsUURNS
lpgldafifmaunuimaves 1SO 13528: 2015
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\n3asilanazTanaunsal
1. 1399 UHPLC-DAD % Shimadzu $u Nexera LD-30AD w3o1l HPLC column wiln C18
Kinetex (Phenomenex®, USA) 9119 100 mm x 2.1 mm ID, 1.7 um particle size
\A384 titrator H5%e Mettler Toledo ﬁu T7, T9 wSay ion selective electrode (DMi 140-SC)
gouaanA ve Eyela Ju VOS-301SD
wesesdsliihanuaziBuanaden 5 duvis Bo Mettler Toledo $u AX205DR
pH meter S0 Mettler Toledo s;u Seven Execllence
Lﬂ%"aqmuuazwamaﬁazma ?Jﬁa Jenway S;u 1002 stirrer
3o inUTuIms class A
Lﬂ%"awi’wﬁw%qwéﬁﬁa Thermo Scientific ﬁu Genpure Pro UV TOC

O P N R wN

LATDIINAUNUILUUYDIVBIMAIBAL WA D90 Mettler Toledo §1 DM45
PIANAERNLAZTVIALMAUINIBVUIA 50 Tadans nieurLnduInaiann
11. glass cylinder U9 50 Hadans

._\
o

ﬁ’liﬁJ"Iﬂiﬁ’lULLﬁZﬁ’]’iLﬂﬁ
1. Formaldehyde standard solution, certified reference material (CRM) ?jﬁa
AccuStandard® lot 220121312 Aty 1,000 lulasndu/Aaaans
2. Potassium iodate, certified reference material (CRM) f1e Supelco® lot 192404P
AUIAVS 99.89 %
Formaldehyde solution S0 ChemSenvice” lot 9462100 AUl 38.2 % (W/W)
Acetonitrile HPLC grade &% AR grade
2,4 - dinitrophenylhydrazine, AR grade
85 % Ortho-phosphoric acid, AR grade
Sodium thiosulfate pentahydrate , ACS grade

Potassium iodide, AR grade

0 © N AW

Sulfuric acid, AR grade

10. lodine resublime, AR grade

11, 1hu3avs enudumulsidesnin 18.2 Mo-cm
wNg

FortunuiTouifisunaseninaesufiRnnsiutngdunseussinnudadusiendouas
Uszandustusliviesu foansfiaulansiu iuiuleddinnsaaeununwduduedn g

wisuietulIsufisunaszninaiesufiRannudnsudeniolusiosmatn 118013
formaldehyde Wwguanuanfasiniidnuusiuvesvaladide vssgluvamanadnnasiivuady
Unadindedindsafiuuasdun vuauss 1 ans S1uru 2 veiduganisdniondu wagdiog
$18M15 available iodine WisMNHARSuTTTE vz Tuvesamiladthma vsstlurawanainnas
fiuuasdum Unadvdnorunderwaadnfiunasdvyn yuinussy 1 803 S1uau 2 vieiiduyanisadn
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MIBUAIBE19LALNISIINANAIBE1LAAEI18N1TasMU erlenmeyer flask Yum 3,000 Tadans
Td magnetic bar waznmuradlidfulagldin3asniunasnavaisazans WJunategstos 10 wid
U559M10814 formaldehyde asluldvinnarafinnauiiuiasvuin 50 addns ussRIBEN available
iodine  asluviaufdiimavuin 50 fadans lngwru glass cylinder 1ldwanazUszanas 50
1ad8ns Unliatnmerindeanatain Wuiumen1sIian wienfeg19s1en1sag 30 930 fnaain
srynwazBundinn Ussnouse siafedns semsmaaeu muuzinlunniuinw waziieud
wiaussy WudnwnludiivansiaiifigumgiliiAu 30 ssmwadea Mntuhluneaeuenduie
P ULAZAUASANINTDIRIDYS

1. Msnaseuauiiuiiodeaiu
nagoumudutiodontu Ineldnasianuunsaumessegdmiumaivssuiisunanngau

JEINWBIURURNIS ANuunsgIu 1SO 13528: 2015 (T8 6.1 kag Annex B: homogeneity and stability

of proficiency test items) fdupousdl

1.1. szmmamqmmﬁammu simple random sampling 971U 10 f8E9 Ima% https://www.random.org
mwmaaumﬂimmmimﬂmm 2 579013 LAgNAgoURle819aY 2 m 318115 formaldehyde
TS naaoumeatin UHPLC-DAD aatena1s BQCLP VDHD T09 13 18013 available
iodine 1435 potentiometric titration #1uL@N&a15 BQCLP_VDHD T09 14 @ %ieaufjufnis
nNaunTIREaUANAINENTR LAz TngdunseaunsUadnd ddnasivaeunmnnauaUedad
FalfFunsFusesmsgu ISO/IEC 17025: 2017 lureuriemsvaaauiana

12, msUssdurnuduiodentu
121  wageuanudenuunelugiegns (within sample variation (S,) ) neld Cochran’s test
funaen C, felusunsy Microsoft Excel” wnausieausu @i A1 Co < Cosy, BRI outlier
TABAN Cosy 7 1 = 10 A0 0.602 NSAAIRIAN Coy SiaT

2
max

o )

D, AD WARNSEUINEN N i = 1,2, 3, ..., 10

Q

Ccal

2 =) U o L2 dld U dl
D max  AB AIENNAIERINNAINTNEAUDS D,

AWy outlier fiszsumnuidiesu 95 % Wirunmefisysurmdesiu 99 % @A Cop, 71 N = 10
Wwiniu 0.718) a1ladl outlier (Coy < Cogop) amﬁﬂ’Lﬂ?fﬁé’J’a;ﬂaﬁmﬁlﬂma@ﬂu%umuﬁiaiﬂiﬁ N
fawu outlier WidnAduson n3adeuramudunewiauliny outlier widnhdoyayniily
NAFOUADNILUD 1.2.2

122 e@aunileiuuIzninesieg s (between — sample variation (S)) 1n@N13

(MSB - MSW)

2

1n8A1 MSB Aie mean square between groups hazA1 MSW A9 mean square within
groups lwannmsthdeyalude 1.1 limseilagldadid ANOVA: Single Factor melusunsy
Microsoft Excel”® fiszsuaudesiu 95 %, df 1 =9 uaz df 2 = 10 du 2 WURUIUENT]
Gy


https://www/

13, Wisuifsumdudsauuinassussrinteiiod (S) fumdudssvuinasgiudmiunis
Uselilumuanunse (Standard Deviation for Proficiency Assessment: SDPA) Fagradlgion
niRewhAU 0.35DPA Swrdetshethsdruduiewentu feums

S, < 0.3SDPA

S R between-sample variation
SDPA R f’hdaulﬁmLuummg’mﬁm%’umiﬂszl,ﬁummmmm FaFuanRn
modified Horwitz model 6[,ug‘ﬂ reproducibility standard deviation
(Qp) A9ENNTT
SDPA =  0.22c de c<12x10"
SDPA = 002 ufle 1.2x10 <c<0.138
SDPA = 0.01c” de  c>0.138

148 ¢ A concentration 1u§°d mass fraction 189 0 < ¢ < 1

2. AINAFIUAUAIANIN

21 Yndegiemedsdunuy simple random sampling 91W3U 6 FeEy/senvegeu tagld
https://www.random.org  {ileNAaUAIUAIENIN 3 ads Aeroudssagnmadey ndnns
Ao asNSTTURIURdINanadeUT EazBunf 15197 1 TneSsulflsusuauiuna
miﬁwﬁ’ﬁyﬁlﬁmﬂmi‘maaummLﬂuﬁmﬁmﬁu

AN 1 HUNISNAFDUAINUAIANINYDIAIDLS

ATUIUABENY
NNSNAFBUAUAIANIN : —
Formaldehyde Available iodine
neudeieg (nua1ius 2564) 2 2
NSVUAIRI9E19 (4 Tunay 2564) 2 2
PAITUNMNUAGNANAZDU (24 Tu1Al 2564) 2 2

22 yedeuiedsar 2 91 thasunauasdaylalussudisuiumainnisnageuninudu
Wafeiu leediinunnissensunvuald aell

|§1- §2| < 0.35DPA

= - a i c{' 1Y av v I3 & o o
By, Ao Aaduveeyanliannsnaaeuauduilafeiu
Y, Ao ALRduvelaNanliaINNITNABUAIILASENN

3. N13N52AYAVIINUTHUTIBUNATENINNRIUUANNS

dsfegnalFeuiisunasenitaies fuAnsmesasudludslyivesu foanisiidismdiuo
WAy 1 VINFDITIINITNAFOU LaZUIAIDYINENTUNAADUAINNAIFAININNAITVURI AI0819T1UIU
s18n150 2 fegalufe Tasussglundeslnuiiinisaiunugungiifedslsilaiiu 30 e
wadea llilaunainalnenss n§annsnszaneiognuasady thiedsdmsunadauninun w@nm
luneaeumusunuansdrfgyluiuinisdaly
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4. NSNAHBUAIDEUATINBNUNANAGHDY
woeUfuRnsiemadeufmetnusuiiisunaieiiiviesu foRnsliilunuusesmiodsi
wuulUluununisieuiiisunaseninaiesdjuinisauingdunsie uwagdwanisnegaunauniy
Tufufifmuade 24 Suiau 2564 Taesenulumiiedosasvesansddey (% W) nedios 3 fumis
wienArmlsluueuvesvesnanisinfisefuaudesiu 95 % (1) uazdeyadidiu 19y
LonaN591989 Tandnads fedralasunlnunsy aeduiilivaaou fegrsnsnisiningm udu Tag
Toyannegradumnudulifinindame nasaauldsiaresufjiinsunudees foAnisfisenu

Nanmgau

5. NSAIUIUAIMINEIANTIY ISO 13528: 2015
UENBUAIY NMFIIAINITLA NSUSEUNAIAINU WU UBUYBIAININUA NSATUIAATEILD U
1WIPIUEMTUNMIUTERIUAINELNT (SDPA) ez IAwInNasinsUssiiumnuainsnnesUjuans

5.1 M3mAIIvuA (assigned value: x,) wazA1ANliviuauLIATFILYBIAIAAUA (U(x,))

T¥afmuaaniesufoiniandfeldmildnnmmaaeuanuduieietu lnesoadu
AillsanisnaaeuiiseniuluyiesufiRnsidnsumiolsniiuisugugd

nsUszanaAInlibuueunIgIuTesAIn Mun RN Eurachem/CITAC  Guide CG 4
Quantifying Uncertainty in Analytical Measurement (2012)

5.1.1. 578015 formaldehyde wadausiewAlin UHPLC-DAD  lagldiandnedesuses Ao
formaldehyde CRM Lﬂum‘smm%m d1mfunnsvin formaldehyde in-house reference material
(formaldehyde IH-RM) Immaaummu 10 fheths fegeay 2 9 L‘ML@EJ’JﬂUﬂ’]i‘I/I@]ﬁEJUﬂ’NZJLUu
dewieatu 9 dd IH-RM & Juansunsgiudniunadeumegiadisuiiouna Fefldunounis
maaummgﬂ‘m 1

W38 stock standard solution: IH-RM
(0.5 me/mL)

19384 working standard solution

(0.02, 0.03, 0.04, 0.05 waz 0.06 mg/mL)
TnglanstUalazideans

wisumpgelagltnsUUnuwasidans
Todlaadudu 0.04 mg/mL

yURASeas9aseUNUS U DNPH

PURAUNATDI UHPLC hamsi9iafimnuenaay 365 Unlulns

AwnIUTunal formaldehyde % (W/V) 21n@un1SLEURTIU8INTINLINTEIU

Ul 1 managouegns formaldehyde shemalin UHPLC-DAD



0.1 N Na,S,05 VS

LASBY 0.1 N KIO5 (CRM) primary standard
solution MABITNITTILALLIDDS

[ AIBYY available iodine }

InsaANUTLTUNLIIS _
—
£
( z
a LY 1 Yl
0.1059 N Na5,05 V5 Lnnsn LW38UAI08 91 available iodine 2
yas & 2 &
N 80 -115 mg Lag/l459uaII0ana 5
-=
(—_"
=
=
b
(o
€
A 4 Dg
ANUIIUIUIN available iodine (% W/W)

wlaseTmdu wwy

gﬂﬁ 2 MIVAEOU available iodine MY potentiometric titration

578015 available iodine MAABUMETS potentiometric titration lagldTanensdasuses
(potassium iodate CRM) Wuanssnasgruugunilunmsmannududufinisdsesansinnsgiuniegs
%30 titrant (0.1 Normal Na,S,0; volumetric solution; VS) waqld titrant 5w®aaumu%mm
available iodine TufhegnaiUSouifiouna nugud 2

5.2 A15AMUIMANEIULITERULNINTFINEMIUN15UsEIUAINE13NSa (Standard Deviation for
Proficiency Assessment: SDPA) 1#75A1uama1n modified Horwitz model sufilananaliudalu
Y8 1.3 veimavadauauduLameliy

5.3 na9in1suszliuauaansavasiasuianisiidisauieuiisuna

5.3.1. nsdlldrimusnviesuiinsdemiseldmimuaannisnageuanudulodeniy
nsUsEdiuAEsaviosdJuRnisaldinauian 2 scores muauns

x5 —x5)

z =
' JsoPA” + u2(x,)

g x fo  wavaaeuTiviesUfuRnITTINY

X, Ag AIANUAYRITIENTNAFDY

SDPA e adhudsauumesgiudmiunsussdiuanuannsn

ukx,) e A1MNlLUER NI INYRIAIAUA
NaNISAnGY

1zl < 2.0 v waegluinasinimela (satisfactory)

2.0 < I < 3.0 vaneia naegluinuaitiasde (questionable)

1zl > 3.0 nede wasglunaeiliuimela (unsatisfactory)

8



5.3.2. msfiviesufuimesenuamuliviueutesueinsinfsiuaug ety 95 % axUsudi
E, score 33678 MUANATT

i " X3

(&= VU () + 1 (x,)

e U As anululiusuvengveananisin

|E,| < 1.0 wnefs naeglunasinuiwela (satisfactory)
[E,| > 1.0 wuneds naoglunasiliimela (unsatisfactory)

NANTISNAABILAZINTA]

maFeuileunaseninaosufoRnisasel Sresufifinisfiauladisuisniadsuasionty
shuTeAY 5 WosUFTRNT Famened 2 lesanes fuRnmeseuduingdunseddmauling
villviFosoenuuumeaifiniude 5.4 184 1SO 13528: 2015 FesteRansan nsdiniviesufiRn1sidi
uUTsuiguRaI Uty

mns&’faﬁﬂﬁmmaﬁaLLazmmsﬁmiﬂszLﬁuﬁﬁmﬂ%ﬁ’u%gaaﬁmuﬁamwEJ Jedndudoseonuuy
Wnzauiiolinansussfivindete Tneangegdimsmentiunvesiiegauieuiiounauas
NMIMANSNIENVRITBYA (SDPA)Mﬂ?iﬂﬂﬂ]ﬂﬂ%@iﬂﬁiﬂﬂiﬂﬁlmﬁEl\iE]Ej’]QLaEI’J (Thompson et al,, 2006 way
Szewczak and Bondarzewski, 2016) Feaonndeetumuuzinly EA-4/21 INF: 2018 989 Furopean
co-operation for Accreditation A uunMsBUTEBUNATYINsTRIUFTRMSATIE IS 2-0 110 wiilsl

A 7 578 MdunsilSeudisunasunnian (small ILC) Aasiansantasndanisenfudednu 1SO 13528

M15799 2 Inuiesuuanmsiisieuiisuna (WsiaesufuRnisunuierosuifng)

F1INSNAFRY A3y AALRNYY 59U (ReU{URN"9)
Formaldehyde 2 (114 W@y 115) 3(110, 111 WAy 112) 5
Available iodine 2 (114 ugy 115) 3 (110, 111 W@y 112) 5

1. Msnageuauduiioieniu

mimaaumwmﬁmwumsﬂuéf’aasm (S,) 978 Cochran’ s test ﬁizﬁummﬁaﬁu 95 % WUI
A Co Uoendnaningaatnnisidanisns (linu outlier) siwazidensannined 3 wae 5 uansinlid
anudsauuniglufegnaiiaessenisnnaou

VAdoUAULTBIUUTENINFI9E79 (S) WU S, < 0.3SDPA S18aut3unfin1s1ed 4 uas 6
LAAIINAIDE19578N15 formaldehyde Wag available iodine ﬁmwmﬂmﬁmﬁmﬁmﬁmwaLLazmmxam
dmsuldlunsldieuiieunaseninaiesluinnis

2. MINAFIUANNAIENIN
2.1 NMSNAADUAMUASENINYDIAIDE

NAFDUANAIAN YT TidNILAazYanan TasTeuifisuiuAdsannismaaey
auduilodiontu nuindegshdesenmsianuaEnRaent s EERaNTiANK Ao neudiiies
WEINSVUAIIBEN LarndanTuiimnuadNanagey wuin |>71- >72|s 0.3SDPA 1ulumunnsgiu
SO 13528: 2015 49 6.1 5wasidensannsedl 7 uay 8 uanei1fieg19518n13 formaldehyde uaz
available iodine flanunAsaninmasnszezaifiane lifinansznuainnsvudsuasimu vaud iy
T duiegnulSouiieussninaiosdjiRnis



A1519% 3 nsneasualesuunglusiegns (S,) $1915 formaldehyde

Formaldehyde (% W/V)

Cochran’ s test

SHER29819 T 3 T o
NAFUYIN 1 NAFIUYIN 2 Caat Cosee  Ceat < Cosop
ILC-63-01-05 3.608 3.615
ILC-63-01-08 3.607 3.598
ILC-63-01-10 3.599 3.608
0.297 0.602 Pass
ILC-63-01-13 3.588 3.598
ILC-63-01-18 3.593 3.599
ILC-63-01-20 3.601 3.594
ILC-63-01-25 3.596 3.588
ILC-63-01-26 3.606 3.592
ILC-63-01-27 3.594 3.593
ILC-63-01-30 3.590 3.592
mean (y,) 3.598
A15197 4 MsvageuAUdBUUsETINNTIeES (S,) 91815 formaldehyde
Source of Variation SS df MS F P-value F crit
Between Groups 0.000736 9 0.000082 2476 0.087 3.020
Within Groups 0.00031 10 0.000033
Total 0.00107 19
S, 0.005
SDPA 0.12
0.3SDPA 0.04
S < 0.3SDPA Pass

SS  #® Sum of squares
MS @ Mean Squares

df @9 degree of freedom

a ~ LY 1 . . .
A157199 5 nan1snageuanulasuunglusiegns (S,) 5180135 available iodine

Available iodine (% W/V)

Cochran’ s test

SHER20814 — —
NAFdUYIN 1 NAFDUYIN 2 Caat  Cosse Ceat < Cosop

ILC-63-03-07 2.845 2.842

ILC-63-03-09 2.846 2.846

ILC-63-03-12 2.821 2.824

0.494  0.602 Pass

ILC-63-03-15 2.828 2.824

ILC-63-03-16 2.809 2.822

ILC-63-03-17 2.850 2.841

ILC-63-03-18 2.841 2.843

ILC-63-03-20 2.828 2.835

ILC-63-03-28 2.820 2.822

ILC-63-03-29 2.845 2.844

mean (y,) 2.834
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d' d‘ U £ 1 . . .
ATV 6 HANIINAFDUAINULULWUUIEHINRIBYN (S,) 578115 available iodine

Source of Variation SS df MS F P-value F crit
Between Groups 0.00251 9 0.00028 16.298 0.00007 3.020
Within Groups 0.00017 10 0.00002

Total 0.00268 19

S, 0.01

SDPA 0.10

0.3SDPA 0.03

S, < 0.3SDPA Pass

SS f® Sum of squares
MS @9 Mean Squares
df Ao degree of freedom

3. N19IN32AIREUTULTIBUNATENIN9RIUHURNS
nnveslfuRnislasustedeasuiulagegluanwauysel ldnudnisvudedinareuTuia
asanAyluAI9g 19 anslUNaN I INAADUAUAANIN

4. MINATIUAIDLNNUATINYITUNANATDU

Vo JURNITNAABUMIBEIUAETIBNURANARDUTY 2 T18N15AElUMVIUAYNLY TaBS1891Y
mheanudutulumiie % WV wasvalloy 3 d1undanuis ndusienis formaldehyde 3 1
v a wa PN I3 a ° ' o a Y ° | ~N Y a wa
WoaUfuAn1snseudunation 2 dunds laudlalaenisdiy 0 Tviasu 3 diurds Iesufjusnig
89U N LU LEUIEINTINTIANT formaldehyde T3 2 Wit 518715 available iodine 911
1 WM 9198888n9n15197 10 wae 11 dwmsuitnaasunldnuingienis formaldehyde  #n
v a wva % a Y] Y] o v fw & add o =
WesluRnmaaeumemalla HPLC lngafanannisasianseyiusiu DNPH lnaiduisiiauidues
NIDNMUIVULDIND199931n National Institute for Occupational Safety and Health, (NIOSH)
an3gewI3nn waz Occupational Safety and Health Administration (OSHA) @wigetsni Wudu siems
available iodine ‘1/1ﬂmﬂﬂgummimaaummﬂwmsmmaﬁmmﬁmmm United States Pharmacopeia
(USP)  waziimunTuled91919d9a1n USP m‘wawgummwwmimwmaauL‘Uumuﬂi yanlung
Wisuiguna wﬂmwmmmamaamﬂummemslumﬁLLammmmmimawawgumms

dl U !
AITNN 7 HANITNAFDUAINUAIANINAIDYY 518015 formaldehyde

318N13 NOUAIAIDENY  NITVUAIAIDEN  WAITIVUNA

SHERDEY ILC-63-01-16 ILC-63-01-03  ILC-63-01-02

ILC-63-01-28 ILC-63-01-07 ILC-63-01-12
nansnagauAduioweat (>71) % W/V 3.598 3.598 3.598
wan1snadeu (y,) % WV 3.567 3.562 3.623
|;1_ y,|% wv 0.031 0.036 0.025
0.3SDPA 0.04 0.04 0.04
|>71_ >72 < 0.3SDPA Pass Pass Pass
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MN519% 8 NISNAFDUAIUASENINGIDENE S18N15 available iodine

318013 NOUAIA9819  NTYUARIDEN  RAITIBUNA

SHER9819 ILC-63-03-13 ILC-63-03-02 ILC-63-03-05

ILC-63-03-21 ILC-63-03-27 ILC-63-03-10
nansnageumduierea i (>71) % W/V 2.834 2.834 2.834
NanIMAday (y,) % W/ 2.827 2.834 2.828
|;1_ 5, |6 wv 0.007 0.000 0.006
0.3SDPA 0.03 0.03 0.03
|>71_ >72 < 0.3SDPA Pass Pass Pass

5. NMIATUIUAMNEAANIY ISO 13528: 2015

NEIINTIVTIUT IV TUNANAFDULEAD ﬁmimwaausﬁa;ﬂaLﬁaaﬁmﬁam%’m%’mgaﬁﬁmmﬁmwmm
FnLau (obvious blunder) 98nINYATaYA iolalfsuniunsTiATesinneEai (SO 13528: 2015:;
ISO/IEC 17043: 2010 way Thompson et al, 2006) %alﬂwuﬁaagaﬁﬁmmﬁmwmm%wuﬁ%amiwmi
veaeu Inedoyailinnsenunanaaeuvesiosufiinsiirsuilidndudesiinsnszaeuuulni
WWeUAAI5H unimodal distribution WselldnwealzauimssalnalAts N3 kemel density plot 84
sremsnaaey formaldehyde 7 bandwidth (h) = 0.755DPA maide 10.3 484 1SO 13528: 2015 wuind
dnwauziu trimodal distribution Aedeyanszanseeniiiu 3 ngudmau mugud 3 Fsenaiinainainy
Fudouvodionaaaunluwaila high performance liquid chromatography ﬁﬁ%umauﬂﬁﬁ%mms
aseanseuusiig Jelimuwususiugs egnslsin HesujuRnisldiSnaaeuiieniu deinludeny
wansnatumamaile Jelaidududesuenyseidiuna

Fixed h = 0 .09 Fixed h = 0.075
2 49
c 535
2 15 - 5 3
9] c 25
c =)
> 1 - « 2 -
3 T 15 -
g os - S 1
g < 05 -
X 0 - 0 T T T T T 1
0 5 . . o 1 2 3 4 5 6
fomaldehyde (% W/V) Available iodine (% W/V)
5UN 3 Density plot 189 fomaldehyde SUN 4 Density plot 984 available iodine
Y Y

N15%1 kernel density plot ¥84318N15 available iodine #i bandwidth (h) = 0.755DPA WU
fanwauzilu unimodal distribution (371 4) feinludeyayaieniu amnsaussiliunasuiulanmue

5.1 N1I1AINIUA (assigned value: x,)
msmeimualdAieslf UAnMaRes esnnviesf UAnmsmiinauddnnutosiied 5 uis
Toyall bias wazAuUTUTINGY Wed wiudidisauteendt 20 uwie Jdlithaveanguunldiduaiinue
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(Belli et al., 2007) 1SO 13528: 2015 92 7.5 na1denslda1ainesufinisiierinaiunsaiilalay
TAnannvesufuRnnsensds vieAanmmeaeuseisitauautRiduisugunivieisiveusulumy)
fihiuuieuiisunauasiimsUsznuiemialiuiueureiniste sufssanisindesfinnuasundy
lnnasiner mniiiandedeiusesanunsadunlimaimunvesiiegraussuiisunals lagnis
naasumugiunglinnuiisdimngay mude 7.5.2.1 mnliamnsarlddeddditnmsduiivazan
fofvasmsldmimuaniesufsinisieadie bias uar outlier vesdoyaymiiu laifinasdedfmun
JeuminzanlunsdiidnsundSeuidisunaiisiwaudessie (Sin and Wong, 2015) wiulddniaunsdl
94516715 formaldehyde @siinmsnszarevesdeyasonidu 3 ngu Fslimsldriadeavadndua
fmunne e lF¥unansEnuen bias uaw outliers dauansisagrutunude outliers 167 urazing
nszateuuuUnd edruaudeyainain 18 s1eTuly egndlsfinm 1SO 13528: 2015 wurtlildlunsdl
ffFsuifeunaioust 3-5 osfiRnsld wilidauaeunduldvenasive

nMsmAimuRsIens formaldehyde Tdannnsnageumudiuiedetuvosiiodinngou
fhemafin UHPLC-DAD #iiin1sld¥ang1sdsiuses formaldehyde CRM (AccuStandard”) Liteaeuiiiu
wazaneATlUg in-house reference material (Chemservice®) udailuldlunsmaaeuarundude
Fenfuresiegauiouiisunasevintiesufifinig nsinunafiilildvaaeutagdredeiusesniug
fusheghaSeuiisunaszritsiesd finislaense esandlaldaregs ussinsaeuiiiouuazdanee
Judduaindandredesusesauiaiegiandsauiisuna 3avilia1imunsanis formaldehyde
Tauaeunaulamanesiven laanmuavesiegsUssuiisunasnens formaldehyde 3.598 % (W/V)
Fan197l 3 uag 9

AN muATIEN13 available iodine  Idvnnismaaeuanmiduideifefusemaia
potentiometric titration %ﬂﬁﬂmﬂuﬁa@uagﬂgmﬂ“ﬁ (Bievre et al., 2011 wag Eurachem/CITAC, 2019)
1n15197ano19895usee potassium iodate CRM (Supelco”) ioaauiisunazaealuds secondary
reference material %38 Na,S,0; volumetric solution (titrant) warthlUldlunsnaaeunulu
Hoimueshegauieuiisunassrinsesjifing Feihlmamsiadaruaeunduldmaenasing
ldAnfruavesfegaUIsuiounaenis available iodine 2.834 % (W) #3919 5 wag 9
dnfunsmesisuadneIsnsBunia 15O 13528: 2015 liangausunsinuaded el
{0 7.3 mamArimuaangns (formulation) 1HlunsdifiwSendiegrsanansiimsuuiunautuou
wagnsHaLasidnasunIuUINIEITd ALY mmaa‘mﬂ"]ﬁmummﬂmigmﬁﬁmmmmLﬁm%’umm
a3t nsfnunasilldsegnanniiosnanndsliamnsalimimunnuisale
90 7.4 nsmAInuaInTand198esuses tngldrnuantfvesiandrdssuseandumimnuala
Tunsdifili¥ansredesusondufednauuisuiouna SansAnuadsilililitansredesusondu
fhegassuiisuna esanilsags
U9 7.6 mi‘mﬂ'wﬁmummﬂﬂ'ﬁﬁmﬂzjmaqﬁaqﬂﬁﬁamw?j'msmy, (concensus value from expert
laboratories) Suiuspslivios fuRnmadomarieresufiiniseneds Afienmaunsolunisaaey
uarenuannLliviueurensin iomevisanguunldidudivun FeiiiesufiRninile e
fanadnwules vihlvdaugaennlunisaiiunisaanany
98 7.7 MImAruAIINAMBINguYINanaaeuNGIinTIBuigUNa (concensus value from
participant results) dnninnaieaiilstaddditerie Smunmuse outliers Nl
20 % vosdeyaiiavin 1 IuAsTazan Faleuldlaeily udiitosfnvesadafidedddoyanngidrd
1nnin 12 918 Feazfudieensu 19y MsfnwBesnnmaaeuANNTIUIY MIATIVIATIIIUTINM
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sty dmauaalnauazUiunmesudsfmualufogiaiuulafiu vee avmeuasAiuszn (2555)
Gonldeimunnafesnduueswanasouluwunubu Tngldadflsdad algorithm A idesand
HoaUfiiRnaidnian 39 wis Tnesrensiaiauaninaiidoyasiuiutoniian 26 uwis  Jediaa
wangaulunsldadinlsdad dwnsfinweded fesufdinedisuuieuiiouraiiios 5 uvs Selsl
wanzaufaznAiunnATesnguvesHanaaeungIdns IS s TisuNa

5.2 M3UszaruAIAn liuiuauinsgIuYeIAINIUe (standard uncertainty of assigned
value: u(x,))

nsUszanaAInnlikdLe U §ILYBIAINIMUA LT S AL aIA1 AN LIk UL eUYBINIT IR
nnTadeuwuy bottom up approach @13 Eurachem/CITAC Guide CG 4 Quantifying Uncertainty
in Analytical Measurement (2012) A a kil ULaULIAIFIUVBIAIAIMUATIENTS formaldehyde WAy
+0.082 % (WA) fam15197 9 dwsunmasanuliuiuoufidnasenisnageuySunas formaldehyde
1niigafe AruLissesds (predsion) Aududuresarsazatsanasgiulday (working  standard
solution) Anuady Fagudi 5

Precision 0.0175

Working standard soultion 0.00887

Calibration curve 0.00739

Sample preparation 0.00701

Stock standard solution 0.00523

0 0.005 0.01 0.015 0.02

Uncertainty sources

Relative standard uncertainty

JUN 5 wiiwwesransliuiuetemsyeseu fomaldehyde LendligU relative standard uncertainty

Precision — 0.0042

Titrant concentration _ 0.00237
Equivalence volume _ 0.00147

Uncertainty sources

Sample weight 0.000042

0 0.001 0.002 0.003 0.004 0.005

Relative standard uncertainty

JUN 6 uawawrianaliiiueuremsveeeu avallable iodine Landligy relative standard uncertainty
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dhuA1AN LIk UNIATEIVYBIAINMUATIENTT available iodine WiNAU +0.015 % (W/V) @15y
wasr1Au lwiveuninasien smagaulsuIn available iodine ¥ N#igafs AIUTIEIVBIIT
(precision) WagANUUNTUYBIETALANENINTFIU (titrant concentration) AUEIRY AIFUT 6

5.3 AUABUNAULANIUINTINYIVDIAINIRUA

AN LATBIRIBE 1L US BUTiBUNasI8MNS formaldehyde Wag available iodine a@snsageunaula
manesinelaemsidenledlugninnisilussuumieszninssemane miise mass concentration
Fasneavluniae % WAV anunsewlasbieldidu ke/L (Eurachem/CITAC, 2019) #algnisaeundu
I¢masnnsine1ves formaldehyde (Ul 7) Bsiiqngeanvadlanisasunduldvesnsinmaenmsingily
geszuuniiesenIUsewe  dydnwalisnanununuisilansu (ke) daué’@é’ﬂwaiﬁfm?am%h%’awu
niedng (L) S?fﬂLLamwmsmﬁmﬁLﬁmﬁffmamayjﬁ’uﬁamwmumﬁmﬁa primary  reference
measurement procedure 1 ﬁ;ﬁmémi’aaéwﬁﬁmm Tuvaufi measurement procedure 2 ol primary
calibrator 1: formaldehyde CRM (AccuStandard”) Yiwthiideuiiisunas measuring system 2 (w3asile
%) gerlyf formaldehyde IH-RM (ChemService®) @31 measurement procedure 3 (WAl UHPLC-
DAD) fin1s@eutiguann secondary calibrator 2: formaldehyde IH-RM (ChemSenvice”) wazanemluss
FregradSeudieuna 3eldnansinfiuszneudeaiUinnauaraalin iueuresnisin Tnouans
anuaeunduldunsliiandedaiusesie formaldehyde CRM (AccuStandard” lot. 220121312)
faounduldvnauaalusa NIST (National Institute of Standards and Technology, USA) #1873
NAFOUVINELAY 684/289871-17 wazapundulusailansumnsgiuvedlan saufunisldiaiesdsiitm
msaaudisy nsldiasaauiiTausunsiiniunisaeuiisusasiios UHPLC-DAD fifin1snsiadeu
Usednsnm

Tuvueufeliu AIAIMUATEY available iodine @M1TaLEAIANABUNAULANIINTINE
HIUN5193an819895U509 Ao potassium iodate CRM (Supelco® lot. 192404P) Tiaaundulalusy
NIST SRM® potassium dichromate 136f $auffunistdiedesdsfiinunisasuiiiou n1sldiedeaudain
Usumsuana3aslnmsainiunisaeudiou Soilinanisialumie ke uaz L awnsaasunduldnig
wasineluseduTigaiuinumstassdundludsruumhessrinasameld (Uil 8)
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Metrological traceability

Calibration hierarchy

Ve

Metrological reference of end-user’s measurement result: specifications of

kind-of-quantity mass concentration and definitions of the measurement unit of kg/L

~

[ Metrological reference for input quantities in measurements model associated with metrological traceability side chains ]

Mass: kg

Volume: L

666 -ii\, .

balance (traceable to NIST,
Test No. 684/289871-17)

volumetric glassware, etc.

Primary measuring system 1:

anary reference
measurement procedure 1
governing assignment of mass

fraction of formaldehyde CRM

End-user measurement (VDHD Laboratory) /

- J

Mass concentration

of formaldehyde
CRM in primary

calibrator 1:
c=1x10"kg/L

Primary calibrator 1:

formaldehyde

on

~

CRM (AccuStandard®
lot 220121312)

Mass concentration
of formaldehyde
(FA) in secondary
calibrator 2:

c= 4.8 x10" ke/L

—

relative measurement uncertainty

Mass concentration

Secondary calibrator 2:

Measuring system 2:
UHPLC-DAD

apparatus balance —
and volumetric

glassware

Measurement
procedure 2
governing mass
concentration by
chromatographic
method

formaldehyde in-house
reference material
(IH-RM) (ChemService”
lot 9462100)

- J

3

Measuring system 3: \
UHPLC-DAD

apparatus balance

Measurement
procedure 3

|| governing

of formaldehyde in ILC sample of and volumetric assignment of mass

ILC sample formaldehyde glassware concentration by

0.03598 kg/L (ILC-63-01-3x) chromatographic

(3.598 % W/V) \mEth°d J
Measurement Quantity Calibrator Action Measuring Measurement
uncertainty value or System procedure

_ _J Sample
~ p

Measurement result

JUN 7 lmsaeundulaniaunnsine1vessienis formaldehyde (finuUadnnn Bievre et al.,, 2011)
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Metrological reference of end-user’s measurement result: specifications of

kind-of-quantity mass concentration and definitions of the measurement unit of kg/L

AN

J

[ Metrological reference for input quantities in measurements model associated with metrological traceability side

~

J

Electric current: A Mass: kg

Volume: L Time: s

End-user measurement (VDHD

Amount—of substance: mol ]

7 St

Primary measuring system 1:
coulometric titration system
and balance, etc.

/

Pr|mary reference
procedure 1 governing
coulometric titration 1 and
assignment of mass
fraction of KIO; CRM

- /

Metrological traceability chain

$
&
Amount-of- Primary calibrator é):
substance KIO; CRM (Supelco
192404P
content of KIO, lot 192404P)
) . traceable to NIST .
CRM in primary ® % .
. SRM" potassium 'o}( Measuring system 2: Measurement

'E\ calibrator 1 dichromate 136f ®| titration apparatus 2 procedure 2

> E = 4.6778 moUkg and balance governing redox
'§ ’q_) o~ titration

© 8 P

o &

= 5 v

5 -IE Amount-of -substance Secondary calibrator 2:

.*E [0} concentration of Na,S,0, VS (Merck®,

£ € |Naso vsin | Acs

8 qL) 22 3 ’

] secondary calibrator 2 Lot AM 1443916) o

n

® | =0.1059 molL %

o 8

£

g) \ / Measurement

"E; / \ Measuring system 3: procedure 3

— .

o Mass & titration apparatus 3 || .gov'ermn'g
concentration of @59\ iodimetric
available iodine ILC sample of titration
in ILC sample available iodine
= 0.02834 kg/L (ILC-63-03-xx) \. /

\(2.834 % W/V) /
V} ¢ Measurement Quantity Calibrator Action Measuring Measurement
uncertainty value or System procedure
- ~ — Sample

Measurement result

‘51]1/1 8 lan1sasunaulan1IuInNsINe1ua9Is18n1s available iodine (FnLkUasan Bievre et al. ,2011)

17



5.4 msmuradddsauuninsgrudmiunisussifiuainuausn (Standard Deviation for
Proficiency Assessment: SDPA)

nsfnwiadadiiuan SDPA mudie 8.4 104 1SO 13528 2015 AedurmanaunsmIAIY
figavesitnaseuiiduiusiussiunnudaduresans Aoulunsinseinaaiildun modified
Horwitz model Tag SDPA 518115 formaldehyde &A1 0.12 % (W/V) Lazs18n15 available iodine
fifn 0.10 % (W) Fawanslumsedl 9 Fa SDPA usnanldifleyssiiiunuannsouda ddldlunis
naaouauduieifniuwasaunsan oot alisuieunade

d1mSunN1sAUIN SDPA MUT® 8.2, 8.3, 8.5 way 8.6 184 ISO 13528: 2015 vy laignansavi
1§ \flesnndeyaliifisamettagiiunsisuadu SOPA fsil e
8.2 msfam SDPA  Iaglddeyanisinns dedmunvesviinefusess engruneuazszideud
Aertosfitvune maximum permissible error vaen1snaaeuly Tnedesiuauiureuain
ﬂmzﬁgl,%m‘lﬁmg (by perception of experts) A8
8.3 MMl SDPA andeyannaniissnsinfanssunaaouaadungvieiUSouiiounasening
veaufjiRnsseunounthifldsediinuantiierfuuasfiouifeatuld Tneldadafmungay
\U pooled SD w3eaninlsuas algorithm S Wudu
85 MU SDPA 9ndoyaniuniiesuuunmudild (repeatability) wazaifissuuusieild
(reproducibility) vesi5nazey %aﬁqaaqswmimaauhiﬁsﬁagaﬁt,l,amﬁ
dnfude 8.6 (Hunisdwan SDPA Taelddeyaaindidnsnlusoutu 4 doudwndoadflstad
algorithm A AIUARUMIMAIRINUAINATNBINGUIINNANAFDUTBELIN SIS suLTieuNa (Te 7.7
99 IS0 13528: 2015) Sslsimnzauiunisinuassil esaniiesufoRnsdsuussuiiouna
UosNdn 12 wiAs

5.5 nauein1susslivanuausaResUfuRnTg

UsziiuanuanunsaviesufoRnmslaeldinast 2 score fadessnants aude 9.5 ves 1SO
13528: 2015 fuugihinsdhildldmimunandniengy msld 2 score Fothaauliiuou
1AsFILTRIAT LA INUsEEuA RN aNn 7 score UsenaufudnautesU iR
Suisuileuraiidrnnu 5 wis sldinsssiudeadenadafidudasevielitufudioangs
(Belli et al,, 2007) fwiu nsldefuunaniesfiinsiendifimuaeunduldmanasineuas
SDPA 910 modified Horwitz model 3sfimanuwvisnzay

dwiuiesfuRmsfinenurmidbitiueuveevemanisinfisfuanudesiu 95 % an
axUsudiuAn E, score $ausne Seilifles 2 wits Aienuaienulludueuvensvesmamsinsens
formaldehyde wazdl 1 wits fisseumangliudueuveisvomansingsenis available iodine

6. nan1sUTELiUANNEN TR U URNT

sUszfiuANLENINsaluNIvagey 5185 formaldehyde wuiniiviesUfoRnldnausudiuey
Twnasitimels 2 wis (21 < 20) Andufesas 40 (2/5) waiteglunamitnasds (20 < 121 < 3.0)
1 wa Andusewaz 20 (1/5) waglinauszlueglunaeiliumela 2 wis (21 > 3.0) Andusesas 40
(2/5) Sis1waviBadenssdl 10 wag 12 uazsui 9

578115 available iodine wulinauszdfiuegluinasiiinels 4 i (21 < 2.0) Anduesas
80 (4/5) uarlinauszfiuaglunaeiinasds (2.0 < 121 < 3.0) 1 wis Anilufosaz 20 (1/5) Tagl
wunafiegluinasilsimels (21 > 3.0) fis1eazdoadensieil 11 uay 12 uazgui 10
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dmsunsuselluANaINsns18n1s formaldehyde  Wwag available iodine #18 E, score
WuinesUfumn1ssvia 114 lanaegluinaeiuinela () < 1.0) uaz Z score aglunaaiumela
(171 < 2.0) WaEBITIOMIVAEDY (M51971 10 wae 11) uansiTisnaaouwarnsUsanaiAaaluuuou
YoM FInvaiBIUfURnsinlamungan (SO 13528: 2015 waz Thompson et al, 2006) d3u
WosUfuRn1sIRa 115 nan1suszdfiule E, score 5781135 formaldehyde aaiumcu%“lumwah (B >
1.0) uag z' score aglunamitasde (2.0 < 121 < 3.0) Faandlunisisit 10 UsiiniEnaaounasnis
Uszanausnaaliiniueuvaansadsliimnya mwmﬂgummiau 9 lilaseauatanuly
WUUBUYBIN1TIR vlrluausausy giilusiie B, score 19 ety m'immimLaiﬂwawgummi
srearumnliiuiueueansiaunnay welinisusy £UAINAINTOATOUAGUVIIITNAdO LAY
nsUsERaAAd L ueuYBINTInAIY

mumaﬂg‘ummi‘mlmmaﬂi“muaaiumm%“lumwaiamammaamammsﬂv‘wmmmmwa
1Jmmmm?fl€uua~mmmms{]amumimmmmalﬂ Furachem (2021) lauusanngueenisling
Usziliuaglunasibiumelavseunasdyly dedl

1. clerical error Lilgifendostuanuanunsalaonss usvilinaussfiuldinunaeils wu
enuUNaRaAvseldyanalieligneas

2. technical problem LﬂEJ’JSUENﬂUﬂ’JW@JﬁWﬁﬂIﬂﬂﬁ%ﬂﬁ@‘lﬂfﬂEJG]SQ W TeieteRin S3vndeu
Limanzauiuimedns yaanshieriunisilineusyiinaaeu Jusu

3. ginanununIsseuisuna wu Tdeivuauas SDPA ldwisnzas s

a \ aa a a
AN5199 9 ANNISEDAN LY I UNISUSELIUAINUEINNTE

ANEnn Formaldehyde Available iodine
AR (% W/V) 3.598 2.834
standard uncertainty of assigned value (% W/V) 0.082 0.015
SDPA (% W/V) 0.12 0.10
0.3SDPA (% W/V) 0.04 0.03
Performance evaluation criteria Z' score Z' score

7. doRauiumnamadia
7.1 928119 formaldehyde

AMEMEIMITBNUNG WU TRNS 1 wis udsildmammnsaviamnnsguilignies
WA Jwihlinansussdiveglunasilitimels (clerical error)

el URnsdnluey llauriandedssusewiseTanddunldlunisnaasy dnsldansied
NSPBU 9| 19U reagent grade, synthesis grade tag technical grade Lflumimmgmiumsmaau
vilvinansialiannsaaeundulimanasine, dnadennuiidedeveswanaasunasliaenades
fudle 6.5 ¥0 ISO/IEC 17025: 2017 laglanzegsdevosufiRnisfiveiumsiusesauainga
e

wuiiwUanyaou (ghost peaks) lulpssnlnunsuvesiosufUAnTs 2 wia laell 1 uvs mJ
co-elution AuAYDY formaldehyde A ﬂ’iquME]\‘iUQ‘UG]ﬂ’l’iﬂ’J’iGﬁ’Jﬁ]aE}Uﬂ’J’lJJUﬁm/]’ﬁGUENﬂ’]Sme
muﬂwmaaumaa'ﬁaaﬂiaﬂsziumauwawﬂmﬂaﬂuawmmaL‘V\Jamaauwma']mm,ﬂmﬂgﬂimﬂu
ansasewiiusle vildisuniunismeaeunsesiadesimuisnaaeuliiinisuenssning 2 find
Farauanntusliiien resolution daud 1.5 Fuly dieliulaiusiazfiniignvzeenun laifiansdu
WWaUu (USP41-NF36, 2018)
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wan1nd Fanvirfinnsiinaslnnsgiulieseuaguaiududuresiiegnesiua 2
wosUURnns vilsidoamanuiduduiiesiswendreududunss Fsoravilinansdunall
udetedleisutunsfunlutisemnududunse
7.2 3789013 available iodine

vosUfuRnsdnilugldansiafingndu 4 1y reagent grade, synthesis grade  uaw
technical grade Uuansunsgiulunmsnaaeu lildiiandedeiusemioTanddaunldlunis
NAGDU WURYINUTIBAT formaldehyde

Mag1nUTeuliisunaidnwausnin n1swssudeg19meIsUiainlvienn visiesUfuRnis
FeldsHunu wédnunduidusineaiielviseaunalumieg % W) 16

uananilunmsnageumsiinanuauAmnINEY 9 Usznou wu n3vh recovery test wie
dietniuauaumwnageuaugiuly 1Wusiu
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M131991 10 Wan1sUsEEiuANEINTveRlURN1S 518015 formaldehyde

sWaaIUfURN1S NaN1INAaY (%o W/V) anulidutuay  z'score  E,score Wnagau N133U509 d3Una
(5%AaR298149) M1 @2 93 Auede YeNY ISO/IEC 17025 n1sUseiiiu

110 (LC-63-01-21) 1715 1718 1.705  1.713 - -12.97 NA HPLC-DAD (IH) Tallet Bivwala
111 (ILC-63-01-17) 3.5649 3525 3.569 3.548 - -0.34 NA HPLC-UV (IH-NIOSH) Taila Unela
112 (ILC-63-01-06)  2.670 2710 2700  2.693 - -6.23 NA HPLC-UV (IH) Fuseq Bivwala
114 (ILC-63-01-14) 3.560 3.566 - 3.563 0.162 -0.24 -0.15 UHPLC-DAD (IH) JUTDY Unola
115 (ILC-63-01-19) 3.860 3.940 - 3.900 0.220 2.08 1.10 UPLC-DAD (IH-OSHA) Tail@ Ugae
ATUA (% W/V) 3.598
Auldudusunnsgw/anuliviuoureevesrimug (% W/V) 0.082/0.164
SDPA (% W/V) 0.12

1c

P a v a wa . . .
AT 11 WaN1TUTEIUANNAINNTTRINDIUURNT 318013 available iodine

shanaUfURN1S Nan1snAday (% W/V) anuliduluay  z' score  E, score Wnegeu N133U509 d3Una
(sWaf29819) g1 G2 @3 Anede VYY ISO/IEC 17025 n1sUseiiiu

110 (ILC-63-03-24)  2.827 2825 2826  2.826 - -0.08 NA Titration (IH-USP) Tailel Umela
111 (LC-63-03-03)  3.008 2.897 2906 2937 - 0.99 NA Titration (USP) Tailel Umela
112 (ILC-63-03-26)  2.770 2779 2792  2.780 - -0.52 NA Titration (USP) RIPRN Umela
114 (ILC-63-03-14) 2.845 2838 2.846 2.843 0.018 0.09 0.27 Titration (IH-USP) SUTD9 U nela
115 (ILC-63-03-08)  3.081 3.088 3.099  3.089 - 2.45 NA Titration (USP) Tailel Unaede
ANUA (% W/V) 2.834
Aulduyusunnsgw/anuliuiuoueevesrimug (% W/V) 0.015/0.029
SDPA (% W/V) 0.10

- Taisne9nu NIOSH National Institute for Occupational Safety and Health, USA

NA lagnunsausediula OSHA  Occupational Safety and Health Administration, USA

H In-house method UsP United States Pharmacopeia



M391 12 agunan1susziiuauainsavesioslusnng

1805 AU nan1suUseiliu (Sawaz)
WoujuAnns U nala Unaaee laiwala
1z'1<2.0 20<1Z'1<3.0 | z'l > 3.0
Formaldehyde 5 2 (40) 1 (20) 2 (40)
- lAsun1s5uses 2 1(20) 0 1(20)
- lal@sunnssuses 3 1(20) 1(20) 1(20)
Available iodine 5 4 (80) 1 (20) 0
- lasunssuses 2 2 (40) 0 0
- lall@sunnssuses 3 2 (40) 1 (20) 0
13
11 -
9 -
7 -
5 -
2.08
v 3 T
S 1 [
a 054 ~0.24
N O D
_5 —
-7 -6.23
9 -
-11 A
130 o7
110 112 111 114 115
S9aNeIUfURNT
gﬂﬁ 9 NaN15USTLAUAMNAINITY 18A1T formaldehyde
4 .
3 -
D fr
g 17 0.09
20T —
Nl . -0.08
_2 T O e S e e .,
-3
4
112 110 114 111 115
SWaRIU)URANTS

5UN 10 NaN5UTEEIUATINETNTA 518015 available iodine
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a3Unan1sAnen

nsisuiisunaseriieufiRnmaiieussidunnuausnviesu fURNImaae ukEnine]
dudfafunisuadnisiuu 2 wiafe formaldehyde uay available iodine Tagldadfmuuuinis
94 150 13528: 2015 MnvesUfiRnsiidngandiuiu 5 uvs nansuszidiusens formaldehyde
‘Wmﬂmwamaauaﬂumm%wmwa‘h (1 < 2.0) 91w 2 uis (Fewaz 40) mawmaawaﬂumm%m
asde (2.0 < 121 <3.0) 91w3u 1 unis (Feway 20) wavnaevaglunaeiliuimela (21 = 3.0) 91uiu
2 wis (Fowag 40) @193 available iodine lénanaaeuaglunasifiuinela (21 < 2.0) $1uru
4wk (Fevay 80) navndauagluinnIiingsde (2.0 < IZ1 < 3.0) 31w 1 wis (Fevar 20) Iagliny
wamaauwaﬂummeﬁlumwd% (I = 3.0)

miﬁﬂmﬂiquLLamﬂwmu’numUﬁuﬁmiﬁL#’J”ﬁ'amLU‘%EJ‘ULﬁaumaﬁmmmmmiumswmaaU

2

N

wAnSnusisdedunsUadnT via formaldehyde Tusediunelfuaz available iodine Tuszduf @
Sududesdimaviulsmazenssduauannsalifivusioly

faiiesufoRnsannsmimanissadululdlunsaianuiulsluamldldvewanaaey
mMaihsglsanuannsaaginnndneniwiesufoansld duresufoRnmsfiiinanaasvogluinosi
Liwelavieradedeiinszimanve uwmaudluwesloatuniaifndde

uananil SsuandliifiumsinifiFeudiounaseninaviosu foRn1sdeatfinunuamses
150 13528 : 2015 WWldlunsuszidiuauanusaviesufUAnmslamduesed fausiinasiivesujifing
WsSeuisuradutossy

UalauaLug

wamaﬁnma%ﬁmmsaﬂﬁvaﬂm’lﬁi’ﬂﬁam%wLﬁauwaivmwaﬁawﬁﬂ’amﬂé’r‘f]uasmﬁ faugian
e ﬁ;:Jvmmmmuuamsmwaumamﬁmaauau 91" fhegsiinumsisuiisunadanimuaud,
dniinmsAnnenuasanwduisazaninsnhlUlfiduieswauauamnmmsmaaould

yndmsdudunsiisuiisusasswieilesazidunmsnseduliviesfjiRnismsadeunis

Uil iRsuuasiandnen mitonjdiing anenauveiumsiuses ISO/IEC 17025 vilviesufjints
naaeuingdunefiinnuaunsaiiuingietu aunsnsessumstiglounsiamansaaeugann
Trgdunseluewianla

dmsunsuladnanunsoldnanisfinmil dewannidudliuinmmeaeuaauguazveiy
N133U304 ISO/IEC 17043 siolula

AnAnssuUsENA

veteuAm Wil Susiindana déwnsmsdninasndeunan maudA g vz
uazatfuayunsAnmadsl weauwe wwdayms filnmaiiunsaseunmunminuLLaskEn ST
fBnwvNeadA wseriunt ARy Tan stmhngusmadeunanmenditas Sagsussesumsunded
weydng e19guiiu wedmunmddngmsfims wenmssase dwifiou wsandasvun Suuuna
UNENANINT WIdRIMBY Usaeyas nesyyin uaziivihiingunsivasununmendniuay
fnnSunsedunsuadeifiielinuiuidiialéfied aaonsuveuamiesfifinisens « dls
ArweyATsiinumIsufsunaluadaiise
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