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Pe3iome AKTyanbHoOCTb. VccnepoBaHue HeomnpeaeneHHOCTU pes3ynbTaToB M3MEpeHUMr, NPOoBOAUMbIX
ucnbiTatenbHbiMM nabopatopuamu, npepycmorpeHo FOCT ISO/IEC 17025-2019. OuexunBanue
HeonpeneneHHoCTM MeTOAMK UCMbITAHMI BMONOrMYECKMX NEKAPCTBEHHbLIX NpenapaToB npesa-
cTaBnseT coboi CNOXHYI 3aaavy, Tpebytolwyo 0cob0oro NnoAxoAa v 3HaYUTENbHbIX BPEMEHHbIX
W TPYLOBbIX pecypcoB. AKTyanbHOM SBNSETCS OLEHKA HEOMpeAeNeHHOCTU U3MEePEHUIA Ha Npu-
Mepe MeToAWKM onpeaeneHns NoTepu B Macce npu BbiCYLIMBAHUKM BUONOTMYECKUX TIEKAPCTBEH-
HbIX MpPenapaToB, NOCKOJIbKY B MpOLLeCCe ee peannsaunm aHanusmMpyeTcs UMEHHO pesynbraT
n3MepeHus (B3BelwmnBaHUA) PUINYECKON BEANYMHBI — MACChI.

Uenb. OueHnTb HeonpeneneHHoCTb pe3ynsTaToB U3MEePeHUI NpU onpeaeneHun NoTepu B Mac-
Ce Npu BbICYLWMBAHMM BMONOrMYECKMX NEKAPCTBEHHbIX MPENapaToB.

Martepunanbl u Metoapl. Cy6CcTaHUMSA-NOPOLWOK ANS U3roTOBNEeHUs buduaoconepxaliero npe-
napata (uccnepyemblit obpaseu). McnbiTaHMe NpoBOAMAM B COOTBETCTBMM C TpeboBaHMAMMU
locynapcteeHHoW dapmakonen Poccuiickoit @epepaumm OMC.1.2.1.0010.15. CraTucTUyeckyto
06paboTKy pe3ynbTaToB BbINOMAHANM C UCMONb30BaHMEM nporpamMmbl Microsoft Excel. PacyeT
HeonpeneneHHoCcTM NPOBOAMAM LBYMs CMocobaMu: Npu MOMOLWM MOAXOAA «CHU3Y BBEPX»
M C UCNONb30BAHMEM [JOBEPUTENBHOIO MHTEPBAnNA.

Pesynbratbl. MaeHTMhMLMPOBAHbI COCTABASAOWME HEONPEAENEHHOCTH, BAUSIOLLME HA pe3Y/b-
TaT M3MepeHus NoTepU B Macce Npw BbiCYLUMBAHUU. PaclunpeHHas HeonpeaeneHHoCTb, paccym-
TaHHas C UCNONb30BaHWEM MOAXOAA «CHU3Y BBepx», cocTaBuna 0,34% (koadduuneHT oxBaTta
k=2, ypoBeHb foBepus npubnunsutenoHo 95%), npu 3ToM HanbonbWKIA BKNAA BHOCUT Heonpe-
[leNleHHOCTb M3MepeHus Macchl Hlokca nocne BbicylnBaHug obpasua — 0,147%; HaumeHbLUni
BKNaj4 — HeonpeaeneHHOCTb M3MepeHus Maccl nyctoro 6tokca — 0,003%. HeonpeneneHHocTb
[IByX MapannesbHbiX M3MepPeHUI, paccyMTaHHas C NOMOLLbI AOBEPUTENBHOIO MHTEpPBaNa, Co-
ctasuna 0,32%.

BbiBoabl. [1Ba noaxona K pacyeTy HeonpeneneHHOCTU pe3ynbTaToB U3MEPEHUI NOTEPU B MaC-
Ce Npu BbICYLIMBAHUK AAKOT CONOCTAaBUMble pe3ynbTaTthl. AHanu3 6axeTa HeonpeaeneHHOCTH
BbISIBUJI, YTO HaMBONbLLNIA BKNAL, B Pe3ynbTaT UCNbITAHUS BHOCUT HEONpPeAeeHHOCTb u3mepe-
HMs Maccbl 61oKca nocne BbicylIMBaHUa 06pasLa, 4To TpebyeT TWaTeNbHOro KOHTPONS YCN0BUIA
npobonoaroToBku. 115 oLeHKM HeonpeaeneHHOCTH MOXET BbITb MCNONIb30BaH cnocob pacyeTta
C NOMOLLbI0 JOBEPUTENBHOrO MHTEpBana. MetodonorMs aHannsa MeToAMKM MoTepu B macce
MpU BbICYLWIMBAHMM C TOYKM 3pEHUS BbIiBNEHUS DAKTOPOB, BIMAIOLWMX HA PE3YNbTaT UCMbITAHKS,
W NpeAcTaBNeHHble CNOcobbl pacyeTa HeonpeaeneHHOCTU MOTyT BbITb NONE3HbI CNeLnanmcTam
UcnbITaTeNbHbIX NabopaTopui.

KnioueBbie cnoBa:  MoTeps B Macce Npu BbiCYLIMBAHWUMU; HEOMPELENEHHOCTb PE3YNLTAaTOB U3MEPEHU; BIoAXKeT He-
onpeaeneHHOCTH; BUONOrMYECcKMe NEKAPCTBEHHbIE NpenaparThl
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Abstract

Scientific relevance. GOST ISO/IEC 17025-2019 requires testing laboratories to evaluate the
measurement uncertainty of their results. Estimating the uncertainty of analytical methods
intended for biologicals is a challenging task that requires time, effort, and a special approach.
Measurement uncertainty estimation is of particular interest in the case of measuring loss on
drying (LOD) for biologicals, since LOD testing procedures involve analysing measurements of
a physical value, i.e. mass.

Aim. This study aimed to estimate the measurement uncertainty of LOD determination in bio-
logical medicinal products.

Materials and methods. The study examined a powdered active substance intended for a Bifido-
bacterium product (test sample). The authors conducted the LOD test in accordance with the
State Pharmacopoeia of the Russian Federation (OFS.1.2.1.0010.15). Statistical processing of the
results was performed using Microsoft Excel. To estimate the measurement uncertainty, the au-
thors employed the bottom-up approach or used the standard deviation from testing results.
Results. The authors identified the uncertainty components that affected the LOD determina-
tion results. When calculated using the bottom-up approach, the expanded uncertainty was
0.34% (coverage factor, k=2; approximate confidence level, 95%). In particular, the largest con-
tributor to the expanded uncertainty was the uncertainty of measuring the mass of weighing
bottles containing dried test samples (0.147%), whereas the smallest contributor was the un-
certainty of weighing empty bottles (0.003%). When calculated using the standard deviation,
the uncertainty of two parallel measurements amounted to 0.32%.

Conclusions. Both approaches to calculating LOD measurement uncertainty yield comparable
results. According to the uncertainty budget analysis, the uncertainty of measuring the mass
of weighing bottles with dried test samples is the major contributor to the test result. For
this reason, the conditions of sample preparation should be carefully controlled. The study
results confirm that the LOD measurement uncertainty can be calculated using the standard
deviation. Testing laboratory teams may benefit from the methods for identifying the factors
influencing LOD test results and the methods for calculating the uncertainty of measurement
described in this study.
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OueHka HeonpeaeseHHOCTU pe3y/ibTaTOB U3SMEPEHUIM NPKU onpeaesieHUM NoTepU B Macce Npu BbiCyLUMBAHUU 6MONOrUYECKUX...

BeepeHue

B cooTtBeTcTBUM C TpebOBaHMAMKU MeXrocypap-
cTBeHHoro ctaHgapTa MOCT ISO/IEC 17025-20191
nabopaTopus, NpOBOAALLAS MCMBITAHUS, LOMKHA
OCYLLECTBAATb OLEHKY HeonpeaeneHHoCTU u3Me-
peHuin. HeonpepeneHHOCTb SIBNSIETCA XapakTepu-
CTMKOM KayecTBa pe3ynbrata usmepeHus. Ceepe-
HWMS 0 HeonpeaeneHHOCTU HeobxoanMbl ANS TOro,
4TOObl OLEHUTb AOCTOBEPHOCTb MONYYEHHOrO pe-
3yNnbTata B COOTBETCTBUM C MpeAbsBSEMbIMU Tpe-
60BaHUSIMU? U UMETb BO3MOXHOCTb COMOCTaBUTb
€ro C pesynbTaTaMu, NOAYYEHHbIMU B APYrUX Na-
6opaTopusx.

B psnoe pokymeHTOB [enaptameHTa no BONpo-
CaM CTaHAapTM3auMm buonornyeckmx npenapaTtos,
cetn oduuManbHbiX NabopaTtopuii N0 KOHTPONH
NIeKapCTBEHHbIX CpencTB u 3apaBooxpaHeHus (De-
partment of Biological Standardisation, Network
of Official Medicines Control Laboratories, and
Healthcare, DBO) Esponeiickoro paupektopata
Mo KayecTBY SIeKapCTBEHHbIX CPeacTB U 34paBo-
oxpaHeHus (European Directorate for the Quality
of Medicines, Council of Europe, EDQM) onucaHo
HeCKOoJIbKO NMOAXOAOB K OLEeHKe HeonpeneneHHo-
CTW pe3ynbTaTOB M3MEpEeHUI NpU KONMYECTBEH-
HbIX UCNbITAHUAX, MPOBOAUMDIX B OqJMLI,MaI'IbeIX
nabopatopuax MO KOHTPO/K KayecTBa nekap-
CTBEHHbIX CpeacTs?.

Mogxon «CHM3Y BBepx» («mowarosbliiy», bottom-
up) npepnonaraeT npoBeAeHME OLEHKU BCEX
(hakTopoB  HeonpeneNeHHOCTH, BO3HMKAKOLLMX
B pe3ynibTate BAWUSHUS KaX40ro OTAe/IbHO B3STOro
MCTOYHMKA. HeonpeneneHHOCTb U3MepeHwui, oLe-
HMBAEMYIO C NMOMOLLbI0 CTAHAAPTHOrO OTK/JIOHEHUS
napanfenbHblX M3MEpPEeHWM, Ha3blBalT CTaHAAPT-
How (u). [lns oueHkM pa3bpoca 3Ha4YeHUIH, KOTOPbIN
MOXeT ObITb NpUNUMCaH WM3MepsSeMOM BesiUYnHe
C onpepeneHHOW p[onen BEpPOSTHOCTU (YPOBHEM
A0BepUs), BbIYUCISIOT CYMMapHyto (u) u/unm pac-
WMPEHHYI HeonpeaeneHHocTb (U).

OueHnBaHMe HeonpeneneHHOCTU MEeTOAMK WC-
NblITaHWM BUONOrMYECKUX NIeKAPCTBEHHbIX Mpena-
patos (bJ1MM) npeactasnsgeT coboi CNOXHYKO 3apa-
uy, TpebytoLlyto 0co60ro Noaxoaa U 3Ha4YUTeNbHbIX
BPEMEHHbIX W TPyAoBbix pecypcos [1]. MNpu peanu-
3auuMKn HONbWKMHCTBA BMONOTMYECKUX U aHaNUTUYe-
CKUX METOAMK, NpUMEHseMbIX Mpu KoHTpone BJIM,
QHANUTUKM UMEIOT LeNI0 C Pe3yNbTaTOM UCMbITAHUS,

d HE NpaMoro nM3MepeHua KOHerTHOﬁ Be/IMYUNHDI,

YTO OCNOXHAET NpUMEHEHUEe TPaAUULUMOHHbLIX Me-

TposiorM4eCKMUxX noaxonos Kak npm ouLeHKe NoKa-

3atenier TOYHOCTM METOAMK, TaK U NPU OLLEHKE UX

HeonpeneneHHocTy [2].

MeToauka onpegeneHus noTepu B Macce
npu BbICyWMBaHWM Oblna MCNONMb30BaHA B Kaue-
CTBE MOAENU AN OLEHKWM HeonpeneneHHOCTH, TaK
Kak B npouecce ee peanu3auum aHaIUTUK MMeeT
[eNl0 UMEHHO C pe3yNbTaToM M3MepeHUs (B3BeLUU-
BaHWs) GU3MYECKON BENUYMHBI — MACChI.

dusunyeckue MeToaAUnKU OLLeHKU OCTaTOu4-

HOM BNAXHOCTU (NOKasaTenb KavectBa «[loTe-

ps B Macce Npu BbICYWMBAHUUY) B NMODUNU3HK-

poBaHHbIX BJIM wupoko npuMeHsawTCa WM3-3a

NMPOCTOTbl WX BbINONHEHUS, YHUBEPCANbHOCTH,

OTCYTCTBMS HEOBXOAMMOCTM MUCMONb30BAHMA

CNnoxHoro obopynoBaHua. B ocHoBe gaHHbIX Me-

TOAMK NEXWUT pasHULA [LaBleHWs HaL noBepx-

HOCTbl0 0Bpa3ua, KOTopoe AO0/HKHO MpeBbIWaTh

napuvanbHoe AaBneHWEe NapoB BOAbl OKpYXa-

towen cpeabl, YTO AOCTUraeTCs BbICYLWMBAHUEM
npobbl Mpu BbICOKMX TemnepaTypax (Hanpu-
mep* npu 100-105 °C). NapumanbHoe paene-

HUE MOXHO WM3MEeHWUTb (PU3MYECKMM CNocobom,

C034aBas BaKyyM, MW XMMUYECKMU, UCMONb3yS

BJIAaronornoTuTenu, Hanpumep okcua gocdopa.

B locymapcTtBeHHoM dapmakonee Poccuiickon

Mepepauun (MO PD)° npueeneHbl BCe Bblllene-

peyncneHHble MeTOAMKM ANa onpenesieHns no-

Tepu B Macce Npu BbiCYLIMBAHUMU NEKAPCTBEHHbBIX

npenapatoB. McnbiTaHua npoBoAsaT npu pas-

HbIX TeMnepaTypax U AaBNeHWWN B 3aBUCUMOCTMH

oT TMna o6pasuLos.

OpHako onucaHHas B D P® metopmka octas-
NnaeT BHE BHMMaAHUA pAA BaXXHbIX aCnekToB npo-
60noAroToBKM, CBSI3aHHbIX C MNPOBEAEHUEM UC-
MbITAHWI NO NMOTepe B Macce NpW BbICYLUMBAHWUH,
KoTopble HeOH6X0AMMO y4ecTb ANF NoayvyeHus Lo-
CTOBEPHbIX Pe3ynbTaToB.

1. Boicota cnos HaBecku obpasua. Beicota cnos
BAMSIET Ha CKOPOCTb Mpouecca BbICyLIMBa-
Husg obpa3ua Npu OAMHAKOBOM Macce HaBeCKW.
MNpn buUKCMPOBAaHHOM BpEMEHW BbICYLIMBAHMUS
pasHMLA B BbicOTe cnos OyaeT okasbiBaTb BKU-
SHMe Ha pe3ynbraTbl M3MepeHui. KoCBEHHO
TONWMHMHa Cnoa TMMUTUPYETCA AMaMEeTpOM 61oK-
Ca U Maccoit HaBecku®. BO3MOXHbBIM pelleHu-

2 Tam xe.

FOCT ISO/IEC 17025-2019. Obwwme TpeboBaHNSA K KOMNETEHTHOCTM UCMbITAaTENbHbIX U KaNMBPOBOYHbIX 1abopaTopui.

5 Evaluation of measurement uncertainty. Core document (PA/PH/OMCL (18) 145 R1 CORR). EDQM; 2020.
4 0®C.1.2.1.0010.15 MNoTeps B Macce npu BbicywnBaHuu. locynapcteeHHas dapmakones Poccuitckoint Pepepaumn. XIV n3a. T. 1.

M.; 2018.
> TaM xe.
5 TaM xe.
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eM ABNAeTca yTOYHEeHUE MEeTOAUKWU, aHaNormy-

HO onucaHuto Metoamku B (Mapmakonee CLUAY,

roe ykasbiBaeTcs, 4To obpasel fo/kKeH 6biTb

paBHOMepPHO pacnpepeneH B 6loKce W BbICOTA

CNos He JOMKHA npesbiwatb 5 MM (Man 10 Mm

[LNS PbIXNbIX BELWECTB).

2. Pazmep vactuy, B HaBecke obpasua. B D PO
OTCYTCTBYOT pPEKOMEHAAUMU  OTHOCUTENbHO
pa3mepa 4actuy npu GOPMUPOBAHUM HABECKM
obpasua, x0T pa3Mep YacTUL, MOXEeT Heno-
CpPeACTBEHHO B/IMATb HA CKOPOCTb M MOMHOTY
npouecca BbicywuBaHusa. B ®Mapmakonee CLLUA3
pekoMeHAyeMblii AMaMeTp YacTul, CcocTaBnseT
NPUMEpHO 2 MM.

3. TurpockonuyHocTb 06pasua. JinodmunmsmposaH-
Hble npenapaTbl 0613a4aT rMrPOCKOMUYHOCTbHO.
CkopocTb abcopbumm Bnarn U3 OKpyxXatoLwewn
cpeabl 3aBUCUT OT BNIAXXHOCTU OKPYXAOLLEro
BO34yXa W BpeMeHu B3aumopencteusa. Hamnyu-
MM CNOCOOBOM BbIMONHEHMSA MeTOoAUnKUN aBnsgeT-
ca 6bicTpoe GOpMUpPOBAHME HABECKWU B Creuu-
anbHOM BOKce C CyxuM BO3AYXOM [3].

BnnsHue Ha HeonpeneneHHOCTb pe3ynbTaToB
MCMbITAaHWA Takux GaKTOPOB, KaK TUrpoCKomnmy-
HOCTb, BbICOTa €105 06pasua, pa3Mep 4acTuL, B Ha-
Becke, B faHHOM paboTe He oueHuBanu. lNpose-
[leHVe BaNuMAaUMOHHBIX UCCefOBaHWIA MO3BOAUT
UHUUMMpPOBATb BHeceHue B D PO nsmMeHeHui, Ka-
calLwWwmxcs NoAroToBkM 06pasLos.

MNpu npoBegeHMM BecoBOro aHanusa Tpebyet-
CS CTpOroe BbINOAHEHME MNpPaBWA B3BELWMBAHUA
npobbl, @ Takxe cobnoaeHMs onpefesieHHbIX YC-
NOBMIA OKpYXatolen cpeabl’ AN MakCMManbHOro
UCKIOYEHUS HeKoHTponupyembix dakTopos. K oc-
HOBHbIM YC/I0BMSIM OTHOCAT TemnepaTypy o6pasua
(HeobxoamMMo BblaepxuBaHue obpasua npu Kom-
HaTHOM TeMnepaType) U BAAXKHOCTb (MPU HU3KOM
BNAXXHOCTU BO3MOXHO HAaKOMJIEHWe 3N1eKTpoCTa-
TMYeckoro 3apspa [4]; npu BbICOKOM BAAXHOCTH
rUrpocKonuyHble obpasubl 6yayT HabupaTb Bnary).
B oTHoweHun npobbl, noaseprarllencs aHanu-

3y, BaXKHa ee dM3nYeckas O4HOPOLHOCTb, BbICOTA
cnos B brokce.

AHanu3 paHHbIX NUTepaTypbl MoKasan oTcyT-
CTBME €MHOr0 AOKYMEHTa, B COOTBETCTBUM C Tpe-
60BaHMAMKU KOTOPOro MOXHO 6bin0 6bl NpoBecTy
OLEHKY HeomnpeneneHHOCTU pe3ynbTaToB WCMbI-
TAHWA nekapcTBeHHOro cpeactsa. OnuCaHHbINA
B D PDY® noaxon K OULEHKE HeonpeaeNeHHOCTH
AHANUTUYECKOM METOAMKM HOCUT OBWMi Xxapak-
Tep. Cnocobbl pacyeTa HeonpeneneHHOCTH, MpU-
BefeHHble B TOCTY, He yuMTbiBaOT 0COBEHHOCTM
NpoBeAEeHUA UCMbITAHWMI NEeKapCTBEHHbIX CPeaCTB.
TeM He MeHee pacyeT HeoMnpeneneHHOCTU B Ha-
CTOsILLEM UCCNefoBaHUM Obln BbINOAHEH COMNACHO
MOCT 34100.3-2017, npMHMUMas BO BHUMAHWE Npu-
Mepbl, NpMBELEHHbIE B loKyMeHTe EDQM?2,

CornacHo MOCT 34100.3-2017** B 06wiem cnyyae
npoueaypa OUEHKM HeonpeneneHHoOCTU COCTOMUT
M3 CNeayroLWwmx 3Tanos.

Jtan 1 — ycTaHoBNEHME U3MEPSEMON BENUYUHDI.
- 3T1an 2 — naeHTMdUKaLMA UCTOYHMKOB Heonpe-

[leNIeHHOCTU W cocTaBneHWe 6roaxeTa Heonpe-

LLeNIeHHOCTH.

- JTan 3 — KOAMYeCTBEHHas OLLeHKa COCTaBAsto-
LWMX HeonpeneneHHOCTy.

JTan 4 — pacyeT CyMMApPHOW CTAHOAPTHOM He-
OnpefesieHHOCTU (U ), KOTOPbIA MPOBOAMTCS
nyTeM CYMMWpOBAHMUS BCEX KOMMOHEHTOB Heo-
npefeneHHocTH (), BbIpaXXEHHbIX B BUAE CTaH-
[ApTHbIX OTK/IOHEHWN. B cnyyae He3aBUCUMbIX
pe3ynbTaToB, KOr4a OTCYTCTBYET Koppensuus
BE/IMYUH, CyMMUPOBaAHNE NPOBOANTCA C YHETOM
BECOBbIX KO3DdULMEHTOB (KOIDDULMEHTbI YyB-
CTBMTENbHOCTM ¢) BKNaja Kaxnon Heonpepne-
NeHHocTu cornacHo popmyne (1):

N

Q. axur 1)

i=1

MaTeMaTnueckm Ko3IhOPULUMUEHTbI YYBCTBUTE/b-
HOCTU  SBNAKOTCS MEpPBbIMM  MPOU3BOLHbLIMU

7 USP 41-NF36 <731> Loss on drying.
& Tam xe.

CKOM 3KOHOMMYecKon komuccun N2 77 ot 03.11.2016).
10

cuiickot ®epepaumm. XIV usa. T. 1. M.; 2018.
11

MpaBuna Hapgnexalen Npon3BoOACTBEHHOW NPaKTUKK EBpa3miickoro skoHoMmuyeckoro coto3sa (yTe. PeweHnem CoseTta EBpasuii-
0?C.1.1.0013.15 CratucTnyeckas obpaboTka pe3ynbTaToB XMMUYECKOro 3KcnepumeHTa. focynapcTBeHHas gapmakones Poc-

FOCT P MCO 21748-2021. CtaTucTMYeCcKkme MeToAbl. PyKOBOACTBO MO MCMNO/b30BAHUIO OLLEHOK NOBTOPSEMOCTH, BOCMPOWU3BOAM-

MOCTU U MPaBUIBbHOCTU NPU OLLEHKE HeonpeneneHHOCTU U3MepPEeHUit.
FOCT 34100.3-2017/ISO/IEC Guide 98-3:2008. HeonpeneneHHOCTb M3MepeHUs. YacTb 3. PykoBOACTBO N0 BbIpaXeHUI0 Heonpe-

AENEHHOCTU U3MEPEHUA.
12

Evaluation of measurement uncertainty. Annex 1: Estimation of measurement uncertainty of using bottom-up approach.

Annex 1.1: Estimation of measurement uncertainty of concentration of solutions prepared in laboratory (PA/PH/OMCL (18)

146 R1 CORR). EDQM; 2020.

13

AENEeHHOCTU n3MepeHus.
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OueHka HeonpeaeseHHOCTU pe3y/ibTaTOB U3SMEPEHUIM NPKU onpeaesieHUM NoTepU B Macce Npu BbiCyLUMBAHUU 6MONOrUYECKUX...

GYHKUMM U3MEPEHUS OT BXOAALWMX BEAMUUHM
M onpepensoT 3aBUCMMOCTb pe3ynbrata usMme-
PEeHUA OT USMEHEHUA 3TUX BETUYNH.

- Jtan 5 — pacuyeT pacCwMpeHHON HeonpeaeneH-
HOCTU. BbluMcneHve pacwMpeHHOW Heonpeae-
NeHHoCTM TpebyeTcs ANg onpefeneHus UHTep-
Bafla BOKPYr pe3y/nbTaTa M3MepeHus, B KOTOpbIN,
Kak oxupaetcs, nonagaeTt 60/bwasg 4acTb 3Ha-
YEeHWI, MPUNUCAHHbIX M3MEPSEMON BeNUYMHE.
PacyeT pacwwupeHHon HeonpepeneHHocTn (U)
NPOBOAMTCS MYyTEM YMHOXEHUS CYMMApPHOW He-
OrnpeaeneHHoCcTH (V) Ha BbIBPaHHbIA KOG OULIK-
eHT oxBaTa (k) no dopmyne (2):

U=kxu_. )

KoadduumeHt oxsata 0O6blMHO nNpuHUMaET
3HayeHne OT 2 A0 3 [Ons ypoOBHS A[o0Bepus
npubausutensHo 95 n 99%1°> cooTBETCTBEHHO.

- JTan 6 — aHanu3 BKAaAa PasiMYHbIX UCTOYHU-
KOB HeonpeaeneHHOCTU. 3Ha4YMMbI BKag B 06-
LLYyl0 HeonpeaeeHHOCTb BHOCSAT TO/IbKO HEKOTO-
pbleé KOMMOHEHTbI.

- Jtan 7 — npepacTaBneHue pesynbTata (B BUAE
CTaHAApPTHOM MW paclUMPEeHHON HeonpeaeneH-
HocTu). Mpwu 3anucu pesynbrata B popme x*U
YKa3blBaeTCs, Kakass UMEHHO HeomnpeLeeHHOCTb
(paclumMpeHHas uaM cTaHAapTHas) NpUBOAWTCS
nocne 3Haka «*». B cnyvae pacuyeTta paclumpeH-
HOM HeonpeneneHHOCTU 0653aTeNbHO yKa3blBa-
0T 3HaueHne ko3pduumeHTa oxeaTa k U ypoBHS
L0Bepus, NpeacTaBnas pesynstaT B Buae: xU
(eamHnubl) ona k (3HavyeHwe, Hanpumep, k=2)
M YPOBHS LOBepUs (3HaYeHue, Hanpumep, Npu-
6nm3unTenbHo 95%).

B HacToqwwen paboTe aBTOpaMM paCCMOTPEHbI
[lBa npuMepa pacuyeTa HeonpeneneHHOCTU pe-
3yNbTAaTOB OMNpenesieHns notepu B Macce npu Bbl-
CYLUMBAHMU: C MOMOLLbI0 MOAX0AA KCHU3Y BBEPX»L
¥ C MOMOLLbIO LOBEPUTENLHOIO MHTEpBanaY.

Lenb paboTbl — OLEHUTb HeonpeneneHHOCTb
pe3ynbTaToB M3MEPEHWUI Npu onpepefieHun note-
pv B Macce npu BbICYyWMBaHUM BMONOrMYeCKUX ne-
KapCTBEHHbIX NpenapaTos.

Matepuansi u MeToabl
Mamepuanel

Cy6CTaHUMA-NOPOLLOK AN U3rOTOBNEHUS BUduU-
[LOCOAEpXKALLEro npernapaTa 0TeYeCTBEHHOIO Npo-
n3BOAMTENS (MCNbITYEeMbI 06paseL,).

O6opydosaHue

B3BewwnBaHMe NpoOBOAMIN HA BECAX aHanUTHUYe-
cknx BP 221S (000 «Caprtorocm», Poccusg), knacc
ToyHoctn no [OCT 24104-2001'® — cneumanb-
Hbii. [lpepen norpewHoOCTM B3BEWWBAHMUA, YyKa-
3aHHbIM B nMacnopTe Ha Bechl, cocTasnget 0,4 mr
(6=+0,0004 r) npu uamepeHunn go 50 .

Memoosi

OnpedeneHue nomepu 8 Macce npu 8bICywuaHuu.
McnbiTaHna npoBoamnu cornacHo tTpebosaHuam [
P® 0®C.1.2.1.0010.15 (cnocob 1)*.

Cmamucmuyeckas o6pabomka pe3ynemamos. C uc-
nosb3oBaHneM nporpammbl Microsoft Excel pac-
CYMTbIBANM 06LWeENpuHATbIE NOoKasaTenn onwuca-
TENbHOM CTAaTUCTUKKM [5]: cpeaHeapudmeTuyeckoe
3HauYeHue (ch), CTaHAApPTHOE OTKAOHeHue (S), po-
BEpPUTENbHbIA MHTEPBAII.

PesynbraTbl M 06CyXAeHUE

OueHKa HeonpedesleHHOCMU pe3y/ibmarmos
ucneimaxuii no onpedesieHur0 nomepu 6 Macce npu
8bICYWIUBAHUU C UCNO/Ib308AHUEM N00X00d «CHU3Y
esepx»

Pacuetr pacwwupeHHOM HeonpeneneHHOCTU pe-
3yNbTAaTOB WCMbITaHWIA NO ONpefeneHuto noTepu
B Macce Mnpu BbICYLUMBAHWUM NPOBOAMAN HA MpUMe-
pe MeToamMku no cnocoby 120,

Oman 1. YcmaHoeneHue usmepsieMoli 8e/IUYUHDI.
N3mepsiemasa BefiMuMHA — NoTeps B MacCe Npwu Bbl-
cywuBaHuun. EguHuua usmepenus — npoueHTt, %.
KonunuectBo HaBecok — 2.

PacyeTbl notepu B Macce Mpu BbICYLIMBAHWUM
(X,%) npoBoamnun no dopmyne dyHKUMM M3Mepe-
Hua (3):

>~
I

m,-m
—2 3 x100% 3)
mym ’

1

* Tam xe.
5 Tam xe.

16 Evaluation of measurement uncertainty. Annex 1: Estimation of measurement uncertainty of using bottom-up approach (PA/

PH/OMCL (18) 146 R1 CORR). EDQM; 2020.

7 Evaluation of measurement uncertainty. Annex 1: Estimation of measurement uncertainty of using bottom-up approach.
Annex 3: Estimation of measurement uncertainty expressed as confidence interval using standard deviation from testing

results (PA/PH/OMCL (18) 146 R1 CORR). EDQM; 2020.

Evaluation of measurement uncertainty. Core document (PA/PH/OMCL (18) 145 R1 CORR). EDQM; 2020.
18 TOCT 24104-2001. Becbl nabopaTtopHble. O6uime TexHuueckme TpeboBaHus.

¥ 0dC.1.2.1.0010.15 MNoTeps B Macce npu BbicywmnBaHuu. locyaapcteeHHas dapmakones Poccuitckoit ®epgepauum. XIV uza. T. 1;

2018.
20 Tam xe.
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Estimation of measurement uncertainty for the determination of loss on drying of biologicals

Ta6nuua 1. Pe3ynbTaTthl BbICYLWMBAHNUS OIOKCOB [,0 NOCTOSIHHOM Macchbl

Table 1. Results of weighing bottle drying to constant mass

Macca nycroro 6iokca nocse nep-

Macca nycroro 610kca nocse BTo-

PasHuua macc MeXAay nepebiM
U BTOPbIM BbiCyLLUBAHUEM,

Homep 61okca BOTO BbICyWMBaHUA, M, ,,T POro BbICYWIMBaHMS, M, ,,F Am -m ,,T
Weighing bottle | Mass of an empty bottle after drying Mass of the empty bottle after Difference in mass after drying cycles
cyclel,m, g drying cycle 2,m, ,,g 1and 2,
Am1.1'm1.z' 9
1 8,1538 8,1538 0,0000
2 8,2252 8,2252 0,0000

Tabnuua cocTaBneHa aBTopamu no cobcTBeHHbIM AaHHbIM / The table is prepared by the authors using their own data

roe m, — macca nycroro 6kca, 40BeIeHHOro 4o no-
CTOAHHOW Maccbl, ; 1, — Macca 61oKca C UCMbITYeMbIM
06pasuoM A0 BbICyWwMBaHUA, I; m, — Macca 6rokca
C MCNbITYyeMbIM 06pa3LLOM NOCE BbICYLUMBAHUS, T.

lepesebili 0eHs ucnsimarudl. NpOBOAMAM BbICYLIN-
BaHMWe ABYyX BIOKCOB A0 MOCTOSHHOM Macchl. brokcbl
BbICYLUMBANAM B TeYeHWe 2 Y B YC/IOBUSX MpoBeje-
H1a ncnbitanui (105 °C) B cywmnnbHoM wkady. Mo-
C/e BbICYLIMBAHMS BIOKCbI NOMELLAnn B 3KCMKATOP
Ang oxnaxaeHusa B TedeHune 50 muH. MNocne oxnax-
AeHUs BIKCbl B3BELIMBANM HA BECAaX C TOYHOCTbIO
00 0,0001 r, a3aTemM noMeLL,anu B CyWnAbHbIN WKad
ANg BbiCywmnBaHus B TeyeHme 60 MuH. Mo mcteve-
HuM 60 MMH NOBTOPSAAM OXNAXAEHME M B3BELUMBA-
Hue 6tokcoB. OLeHUBaNN pa3HOCTb MeXay pe3yb-
TaTaMu ABYX B3BELWMBAHWM, KOTOpPas He [0JXKHA
npeebiwatb 0,0005 L. Pe3ynbTathl NpeacTaBAEHb
B mabauue 1.

Bmopoli deHb ucnsimanud. TpoBoauMnu BbiCy-
WKMBaHWe ncnbiTyemoro obpasua. B kaxabit 61okc
BHOCMAM HABeCKYy ucnbiTyemoro obpasua Maccom
okono 0,2 r. B3gewunBanu 6IOKC C HaBECKOM U MO-
Mewanu B CyWMNbHbIW wkad. Bpema nepsoro Bbi-
CyWMBAHUS — 2 4, BpeMs OXJlaXaeHus 61oKcoB —
50 MUH, BpeMs BTOPOro BbiCywnBaHna — 60 MuH.
Pe3synbraThl npuBeaeHsbl B mabauye 2.

man 2. NdeHmugpukayus ucmoyHuKoe Heonpe-
deseHHocmu. [1poBOAMAM aHANU3 MpOLEeAypbl UC-

nbiTaHuit. Ha pucyHke 1 npepctaBfneHa auarpam-
Ma MPUUYMHHO-CNEACTBEHHbIX CBA3el (guarpamMma
Mcukaebi??), oTpaxawuwas ¢akTopbl, KoTopble
MOryT CKa3aTbCs Ha pe3ynbratax U3MepeHuit: no-
rPeLHOCTb BECOB U HETOYHOCTb JOBEAEHUS A0 MO-
CTOSIHHOW Maccbl — Ha 3Tanax onpeaeneHns Maccol
nycToro 6toKca (m,) n Macchbl C UCNbITYEMbIM Belue-
CTBOM MOC/E BbICYWMBAHMUS (M,); MOrPeWHOCTb Be-
COB — Ha 3Tane B3BeWMBaHMA 6lOKCa C HAaBECKOM
A0 BbICYWMBaHKS (1m,).

Oman 3. KonuyecmeeHHas oueHKa cocmasnsio-
wux HeonpeoeseHHocmu.

BssewusaHue nycmoeo 6iokca (m,). Nepen npose-
[EeHMEeM UCMbITaHUI BIOKCbl A,0BOAUAN 4,0 MOCTOSH-
HOM MacCbl BbICYLUMBAHUS B YCNOBUAX NpoLesypbl
ucnbliTaHMi. Macca cuMTaeTcs NOCTOSHHOM, ecnu
pa3HOCTb pe3ynbTaToOB [ABYX MOC/AeA0BaTENbHbIX
B3BeWMBaHMi He npesbiwaetr 0,0005 r?. Heo-
npefeneHHOCTb AoBefeHWs BIKCOB L0 MOCTOSH-
HOM Maccbl 0bOycnoBfiieHa HeonpeaeneHHOCTbO
npu onpeneneHnn Macchbl Ha Becax u,(m,) u He-
Y4ETKMM OMNpeaeneHWeM NoCTOSHHOM Macchl u,(m,),
KoTopas MOXeT otamnyatbcs B npegenax 0,0005 r:
u(m,)=u,(m,)+u,(m,).

OueHuBaHue CTaHAAPTHOM HeonpeneneHHOCTH
npu onpepeneHun Maccbl nyctoro 6iokca Ha Be-
Cax NpoBOAMAW, UCMONb3YyS AAHHble NPOW3BOAMU-
Tena cpencTsa M3MepeHui (NacnopTHble AaHHble

Ta6nuua 2. Pe3ynbtaTthl B3BELWMBAHUI NPY ONpeaeneHumn noTepy B Macce Npu BbiCyLIMBAHUM UCTbITYeMOro obpasua
Table 2. Weighing results obtained for weighing bottles with test samples during the determination of loss on drying

Macca 6toKca ¢ ucnbi-
TyeMbiM 06pasLoM Ao

Macca 61okca ¢ ucnbity-
eMbIM 06pasLom nocse

PasHuua macc Mexay

Macca 61oKca ¢ ucnbITyeMbIM
nepBbiM U BTOPbIM BbiCy-

OGPaBLI.OM nocsie NOBTOpPHOro

nepBoOro BbiCyLUMBaHUS, LUIMBAHUEM,
Homep 6Giokca BbICYLUMBaHUSA, M, m ¢ BbICYLIMBAHUA, M, ,, T A -+
Weighing bottle Mass of a bottle with 30 . Mass of the bottle with the . 34 3.2
Mass of the bottle with . Difference in mass after
the test sample before test sample after drying cycle .
R the test sample after drying cycles 1 and 2,
drying,m,, g . 2m_,g
2 drying cycle 1,m, ,,g 3.2 Am, -m, g
1 8,3536 8,3505 8,3505 0,0000
2 8,4253 8,4223 8,4223 0,0000

Tabnuua cocTaBneHa aBTopamu no cobcTBeHHbIM AaHHbIM / The table is prepared by the authors using their own data

2 0®C.1.1.0001.15 MpaBuna nonb3oBaHus dapmakoneiHbiMu cTaTbaMu. focynapcTBeHHas dapmakones Poccuiickoit Pepepa-

umm. XIVusg. T. 1. M.; 2018.

22 Evaluation of measurement uncertainty. Core document (PA/PH/OMCL (18) 145 R1 CORR). EDQM; 2020.
3 01C.1.2.1.0010.15 NoTeps B Macce npu BbicywmMBaHuu. flocynapcTeHHas dapmakones Poccuiickoit @epepaunn. XIV usa. T. 1;

2018.
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OueHka HeonpeaneneHHoOCTU pe3ynbTaToB MBMEPEHMﬁ npu onpepeneHnn notepu B Macce npum BbiCyluiuBaHuu 6MONOrUYECKUX...

[osepneHune 6lOKCOB
[,0 NOCTOSHHOWM Macchbl

Bringing the weighing
bottles to constant mass

Ha Becax

MorpewHoCTb M3MEepeHMa Macchbl Ha Becax
Measurement error of the balance

OnpepenexHune NOCTOSHHOW Macchl
Determination of constant mass

MorpewHocTb M3MepeHus Macchl

Measurement error of the balance

Onpepenexne Macchl obpasua
[,0 BbICYLUMBAHUS
Determination of the mass of the sample
before drying

MNMorpewHocTb U3MepeHus
Macchl Ha Becax
Measurement error of the
balance

OnpepenexHne NOCTOSIHHOM MaccChl
Determination of constant mass

Pesynbrat
Result

Onpepnenenue Macchl o6pasua

nocne BbiCylWMBaHUA

Determination of the mass of the sample

after drying

PucyHok nogrotosneH aBTopamu no cobcTBeHHbIM AaHHbIM / The figure is prepared by the authors using their own data
Puc. 1. UICTOUYHMKM HeonpeaeneHHOCTU Npy onpeaeneHnn NnoTepu B Macce Npu BbICYLUMBAHUN.

Fig. 1. Sources of uncertainty in the determination of loss on drying

BECOB). 3Ha4yeHMe MOrpewHoOCT B3BELWMBAHUS
B [OKYMeHTauuu npuBeneHo 6e3 ykasaHus ypoB-
Ha poBepus M Tuna pacnpepenenus. CornacHo
rOCT 34100.3-2017%* B 3TOM c/yyae npepnnona-
raeTcs, 4TO MOrPelHOCTb PaBHOMEPHO pacnpe-
[eneHa BHYTPU yKasaHHbIX rpaHuy (6=+0,0004 r).
W ANs pacyeTa HeonpeneseHHOCTU UCNO/b30BaNM
npsiIMOyrofibHoe (paBHOMEpHOe) pacnpepenexHue
(a= \/3). CraHpapTHyto HeonpeaeneHHoCTb,
CBA3aHHYI0 C MOTPEeLWHOCTbI0 BECOB U (M), T, pac-
cuntbiBanu no popmyne (4):

u(m)= — = ——="— = 0,00023. (4)

OueHnBaHMe HeonpeaeneHHoCTU [OBeAeHUs
[0 NMOCTOS\HHOM Maccbl NPOBOAMIN UCXOASA W3 [0-
nyweHus, 4To pacnpeneneHve gBngeTcs npubau-
XEHHO HOpMasbHbIM, U WMCNONb30Bann Gopmyny
AN pacyeTa npegena rnoBTOPSIEMOCTU COINACHO
rOCT P MCO 5725-6-2002 (n. 4.1.2)%. Tak Kak Ko-
adduuMeHT AN ypoBHSA BepoaTHOCTU 95% paseH
1,96, To dopmMyna pacyeta CTaHLAPTHOM Heonpe-
LEeNneHHOCTH U(x), XapaKTepusyrLien Bknaa npoue-
Aypbl OBEAEHUS A0 NOCTOSHHOM Macchl, NPUHUMA-
et Bug (5):

u)= ————= (5)

2 TOCT 34100.3—2017/ISO/IEC Guide 98-3:2008. HeonpeaeneHHOCTb n3MepeHus. YacTb 3. PyKOBOACTBO MO BbIPaXXEHUH Heo-

npeneneHHoOCTU N3MepeHuns.

% TOCT P UCO 5725-6—2002. TouyHOCTb (MPaBUAbHOCTb U NMPELU3NOHHOCTb) METOAOB U pe3ynbTaToB U3MepeHuit. YacTb 6. Uc-

NoJIb30BaHME 3HAYEHMUI TOYHOCTHM Ha npakTuke.
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roe r — npeaen NnoBTOPSIEMOCTH, N — YMUCNO napan-
NenbHbIX U3MEPEHUN.

HeonpeneneHHOCTb foBefeHMS 1O NOCTOSHHOM
Maccbl u,(m,), T, COCTaBNAET COrnacHo gopmyrne (6):

0,0005

u(m) = —2
Y 196x 2

Mpn oueHMBaHWM HeompeAeneHHoCTH u(m,), T,
HeobxoaMMO NPoOM3BECTM CYMMMPOBAHME KBaApa-
TOB OMpejefieHHbIX Bbile CTaHAAPTHbIX Heomnpe-
[eneHHocTen cornacHo dopmyne (7):

= 0,00018 . ©6)

u(m)=~ v (m) + ui(m)=

- V(0,00023)2+ (0,00018)? = 0,00029 .  (7)

B3sewusaHue 6rkca ¢ Hageckol 00 8bicywusad-
Hug, m,. CTaHAapTHas HeomnpeAeneHHoCTb u(m,)
onpefenseTcs ToNbKO BKNAAOM MOrpewHocTH Be-
COB, TaK Kak npoueaypa AOBeAeHUS A0 MOCTOSH-
HOW Maccbl Ha 3TOM 3Tane oTcyTcTeyeT (u,(m,) = 0).
Mo3TOMy CTaHOAAPTHY HeonpeaeneHHocTb u(m,)
paccuMTbiBasM TakK Xe, Kak M 4Nng nycToro 6iokca
u,(m.): u,(m,) = 0,00023.

B3sewusaHue 6rkca ¢ Hageckol nocse 8biCyulu-
gaHus, m,. CTaHAapTHas HeonpeAeneHHOCTb Oiok-
Ca, CBA3aHHAsA C B3BELWMBAHMEM HaBeCckM obpasua
nocne BbICYWMBAHWSA, onpepenseTcs BKAafaMM
MOrpeLHoCT BECOB M AOBEAEHUS [0 MOCTOSSHHOM
Maccbl. PacyeT HeonpeaeneHHOCTH ANs MacChbl 61OK-
Ca C HaBEeCKOW nocne BbiCywMBaHus u,(m,) Nposo-
AWM TaKUM e 06pa3oMm, KaK M pacyeT Heornpeje-
neHHocT ang u(m,): u,(m,)=u,(m,)=u(m,)=0,00023 r.

HeonpeneneHHOCTb, CBA3aHHYO C M3MEPEHUEM
NOCTOSSHHOM MacCbl GIOKCOB, onpefensnu aHano-
TMYHO U, (m.): u,(m,)=u,(m,)=0,00018 r. CymmapHas
HeornpeneneHHOCTb B3BelWBaHWUS 6Glokca C HaBe-
CKOM Mocne BbICYLIMBAHWUSA, paccunTaHHas no dop-
myne (8), coctagmna 0,00029 r.

Aman 4. Pacuem cymmapHoli cmaHdapmHoli He-
onpedeneHHocmu (u) pesynbmama usmepeHus no-
mepu 8 macce obpasya. Tak Kak BCe 3HAYeHMs MNo-
Ny4eHbl HE3AaBMCUMO NMPU PA3NINYHbIX UCMbITAHUAX,
To popmyna (8) gna pacyeta CyMMapHOM Heonpe-
AeneHHoct (U (X) Ana He3aBUCMMbIX BEINYMH
nMeeT BuaAZS:

0, 09= Gutlm)+cw(m)+cie(m) ()

rae ¢, ¢, ¢, — ko3QOUUMEHTbI YYBCTBUTENbHO-
CTW, paccuYMTbIBAaEMbIE KakK YacTHble MPOU3BOLHbIE
dYHKUUKN U3MepeHus:

oX . _0X.

_ c=9X.
om,’2 dm,’ "3

om,’

= c

X — ypaBHeHue  (pyHKUMA  M3MepeHUs)
ANS pacyeTa NoTepu B Macce MNpu BbICYLUMBAHWUM:

mZ m3
X=—"—=>x100%,
m,-m
2 1
B paHHOM npumepe K03DOUUMEHTBI paccyum-
TbIBaJIM Ha OCHOBAHWUM PE3YNbTAaTOB, NOJYYEHHbIX
ANS nepBoro 61Kca.
KoadbduuneHT uyBCTBUMTENLHOCTM AN MACCh

nycToro 6rokca cornacHo gpopmyne (9) paseH:

oX _ 100 x (mz_mg)

C = =
' aml (mz - ml)z
100 = (8,3536 - 8,3505)
= =777 . 9)
(8,3536 - 8,1538)?
KoadbduumeHT uyBCTBUTENBHOCTM ANg  Mac-

Cbl BKOKCA C HAaBECKOW A0 BbICYLIMBAHWUA COMNACHO
dopmyne (10) paseH:

ox | 100x (my-m,)
2 lom, |

(mz - ml)z

_ 100 x (8,3505 - 8,1538)
(8,3536 - 8,1538)?

KosadpduuneHT 4yBCTBUTENBHOCTM ANS MacCChbl
6r0KCa C HAaBECKOWM Moc/e BbiCYLIMBAHMS COMMACHO
dopmyne (11) paseH:

=492,74.  (10)

C - X | |- 100 _
’ 0 mS (mz - ml)
100
= =500,5 . (11)

8,3536 - 8,1538

CyMMapHyl0 CTaHOApTHYH HeonpeneneHHOCTb
u(X), %, paccunTbiBanu C y4etom Ko3IhpuLUMEHTOB
4yyBCTBUTENBHOCTU No dopmyne (12):

u(X)= \/ 7,777x0,00029%+492,74?x0,000182+500,5%x0,00029%=
=0,17. (12)
Oman 5. Pacyem pacuiupeHHoli HeonpedesieHHo-
cmu. PaclumMpeHHyo HeonpepeneHHocTb U, %, pac-
CYMTBIBANW A9 YPOBHA [OBEPUS NPUBAN3UTENBHO
95% un koadPuumeHTa oxearta k = 2:
U=2x0,17=0,34. (13)
Oman 6. AHanu3 eknada pasudHbIX UCMOYHUKOB He-
onpedeneHHocmu. Bknag HeonpeneneHHOCTU OT Ka-
XA0M BXOAHOM BeNUYMHbI PacCYMTbIBASIM KaK Mpo-
“3BefeHMe CTaHAapTHOM HeonpegeneHHoctTv (u)

26 TOCT 34100.3-2017/1SO/IEC Guide 98-3:2008. HeonpepeneHHOCTb n3MepeHus. YacTb 3. PyKoBOACTBO MO BbIpaXXeHMUI0 Heonpe-

AENEeHHOCTU n3MepeHus.

Biological Products. Prevention, Diagnosis, Treatment. 2023, V. 23, No. 3-1

459




®dapeiikuna 0.B., Boponaes A.A., laebiaos [1.C., Bonkosa P.A.

OueHka HeonpeaeseHHOCTU pe3y/ibTaTOB U3SMEPEHUIM NPKU onpeaesieHUM NoTepU B Macce Npu BbiCyLUMBAHUU 6MONOrUYECKUX...

3TOM BE/IMYMHBI HA COOTBETCTBYWOWMIA KOIDDULK-
€HT YyBCTBUTENbHOCTY (C). Pe3ynbTaThl NpMBeseHbl
B mabauue 3.

AHanu3 6rogxeTa HeonpeaeneHHOCTU MOKasan,
4TO HaMMEeHbLUMI BKNAL UMEET HeonpeaeneHHOCTb
n3mepeHusa maccol nyctoro 6rokca — 0,003%. Hau-
60nblUNIA BKIAL BHOCUT HeonpeaeseHHOCTb U3Me-
peHus Maccol Brokca nocne Boicywmsanus (0,147%),
4TO, N0 MHEHWIO aBTOPOB, OTPAXKAET BIMSHUE MOA-
rotoBku obpasua ans ucnbiTaHuin. Takum o6pasom,
ncnblTaTeNbHOM nabopatopum HeobxopMMO CTpo-
r0 KOHTPO/NMPOBATb YC/0BUS MPOBELEHUS WCMbl-
TAaHUMM M yuUTbIBaTb OCOBEHHOCTM MCCNeayeMoro
npenapara, HanpuMep rMrpoCcKONMYHOCTL 06pasua
MM KONMYECTBO NpenapaTa B eMKOCTMU.

Aman 7. Pacuem nomepu 8 macce npu ebicyuiu-
8aHUU U npedcmaesieHue pe3y/bmamos. 3HavyeHue
nokasartens «lloteps B Macce Npu BbICYLUMBAHUMNY»
Ana ABYX HaBecok X, u X, (B %), paccuutaHHoe
no ¢popmyne (3), cOCTaBunNo:

8,3536 - 8,3505

X, = x100%=1,55,  (14)
83536 - 8,1538
84253 - 8,4223
X,= x100%=150,  (15)
84253 - 8,2252
>
X
=X 1554150
SENEES L =153 .  (16)
® n 2

Takum obpa3oM, noTeps B Macce Mnpu BbICYLIK-
BaHuKM coctasuna (1,53%£0,34)%, roe uncno, cneny-
foLLee 33 3HAKOM «*», IBNAETCA YNCNEHHbIM 3HaYe-
HWEM pacCLUMPEHHOM HeonpeneseHHOCTH, KOTopas
nosy4yeHa YMHOXEHMEM CYMMApPHOW CTAHAAPTHOM

HeonpeaeneHHOCTM Ha KO3 PUUMEeHT oxBaTta k = 2,
ypOBEeHb AoBepus npubaunsutensHo 95%.

Pacuem HeonpedeneHHOCMU € UCNO/Ib308AHUEM
dosepumesbHO20 UHMep8ana

OcHoOBHOM cocTaBnawOWeEN HeonpeaeneHHOCTH
NPU3HAETCA M3MEHYMBOCTb B MOBTOPHbIX Habnto-
LEHUSAX NMPU HEU3MEHHbIX YCNOBUSAX U3MEPEHUN —
nostopsieMocTu. KonuuecTBeHHas oOLEHKa He-
onpeneneHHOCTU U3MEPEHUI BbIpaXaeTcs B BUAE
[LOBEPUTENIbHOTO MHTEpBasna, BbIYMCIEHHOIO Ha OC-
HOBaHWM pe3ynbTaToB MapannenbHbIX U3MEPEHUIA.
PacueTt rpaHuu [OBepUTENbHOrO WMHTEpBana npo-
BOAAT C MCMNONb30BaHUEM 3HAYEHUS KpUTEpUS
CrelopenTa [5].

MNpu onpeneneHnn noTepu B Macce Npu BbICYLWK-
BaHMW 06pa3ua UCNoNb30BaiM AaHHble pe3ynbTa-
TOB B3BELUMBAHUI, NpUBeLEHHbIe B mabauyax 1 v 2.
MoTepto B Macce npu BbiCYLIMBAHUM OMpeensin
no dopmyne (3) 4N KaXLOro M3MepeHus oTaeb-
Ho. [anee paccuuTbiBanu cpepHee apudpmeTunye-
CKOe 3HayeHue (ch) no ¢popmyne (17):

AT (17)

Pasbpoc pe3ynbTaToB €AMHUYHBIX WMCNbITAHWM
onpenenanM B BuAe CpefHEro KBagpaTUYHOrO
(cTaHmapTHOro) oTknoHeHua (S) cornacHo dopmy-
ne (18):

(18)

Ta6nuua 3. brogxeT HeonpeAeNeHHOCTU METOAMKM ONpefeNeHns NoTepu B Macce Npu BbICYLIMBAHUK
Table 3. Uncertainty budget for the analytical procedure for the determination of loss on drying

CraHpapTtHas
Usmepsemas BenuumHa
Measurand HeonpeaeneHHoCTb, I
Standard uncertainty, g

Macca nycTtoro 6tokca
Mass of an empty bottle 0,00029
Macca 6tokca ¢ HaBecKoW
[10 BbICYLUMBAHUS
Mass of the bottle with the test 0,00023
substance before drying
Macca 6tokca ¢ HaBecKoW
nocne BbiCyWMBaHNS 0.00029

Mass of the bottle with the test
substance after drying

Koagpduumnent Bknan
YYBCTBUTENLHOCTH, I'! B HeonpeaeneHHoCTb, %
Sensitivity factor, g* Contribution to the uncertainty, %
7,77 0,003
492,74 0,089
500,50 0,147

Tabnuua coctaBneHa aBTopaMu No coO6CTBEHHbIM AaHHbIM / The table is prepared by the authors using their own data
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[anee paccuuTbiBanu [0BEPUTENbHbIA WMHTEp-
Ban ¢ 95% posepuTeNnbHOM BEPOATHOCTBIO (P=95%)
no ¢opmyne (19):

(Xc iA)_() =X * t(a=0,05),n—1) xS , (19)

P cp \/F
roe 0=0,05 — ypoBeHb 3HAYMMOCTH; N — Konuye-
CTBO M3MEpPEHUN, oy~ K03 puumeHT CTblopeHTa.

Pacuem nomepu 6 macce npu ebiCywusaHuu.
CraHpapTHOe OTKNOHeHue S, %, ANng pesynbTaToB
onpeneneHns nNoTepu B Macce npu BbICYLUMBAHUM
ANg ABYX HABECOK, pacCyYMTaHHbIX No dopmynam
(14-15) X=1,55% n X =1,50% cocTtaBuno cornacHo
dopmyne (20):

(1,55-1,53)2+ (1,50-1,53)
S= = 0,04.
2-1)

(20)

PacueTt noBeputenpHOro nHtTepsana AX, %, npo-
BOAMAM cornacHo ¢popmyne (21):

12,71 x 0,04

J2

TakvuM 0b6pa3om, noTeps B Macce Npu BbICYLWIMBA-
HUM (N9 ABYX HABECOK) C yYeTOM HeonpeneeHHo-
ctn coctasuna 1,53+0,32%, roe umcno, cnepytoulee
3ad 3HAKOM ((i», ABNAeTca YMCneHHblM 3HavYyeHnem
pacClUMPEHHON HeonpeaeNneHHOCTH, KOoTopas Mo-
Ny4eHa npu NOMOLWM pacyeTa [OBEPUTENIbHOIO
UHTepBana ¢ 95% poBepuTeNbHOM BEPOSTHOCTbLIO

AX = =0,32. 21)
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