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BANMMWOAUUA AHATTIMTUMECKUX METOAUK (COOBLUEHUE 4).
CNEUNDOUYHOCTDb UM CEJIEKTUBHOCTb METO[A, NMPEOEJ1 OBHAPYXXEHUA,
NPEOEN KONIMYECTBEHHOIO OMNPEOENEHUA
13aﬂ0pO)KCKaﬂ obnacmHas [ ocydapcmeeHHaﬂ UHCreKyus rno KOHmMpOJito Kad4ecmea JsieKapcCimeeHHbIX cpeacme,
23anoposxckull FocydapcmeeHHbIU MeOQUUUHCKUU yHUsepcumem,
3T ocydapcmeeHHaﬂ UHCMeKyus rno KOHmMpPOJito Kadyecmsea JieKapcCimeeHHbIX cpedcme
Knrouosi cnosa: sanioayis, cneyugiunicmo (cereKmusHicms), mexca BUABILEHHS, Mexcd KilbKICHO20 8USHAYEHHS, Kpumepill

OYiHKU, 8IOHOCHe cmaHnoapmHe 8i0XUNeHHsl.

Kniouegvie cnoea: sanuoayus, cneyuduunocms (cenekmusHoOCmy), npeoden O0OHAPYIHCceHUus, npeoen KOAUYecmeeHHo20
onpedenenus, Kpumepuii OYyenKy, OMHOCUMENbHOe CINAHOapMHOe OMKIOHEHUe.
Key words: validation, specificity (selectivity), detection limit, quantitation limit, acceptance criteria, relative standard deviation

Po3misiHyTO HEsKi OCHOBHI XapaKTEPUCTHKH BaTiJAllil aHATITHYHUX METOAMK — CIEHHU(IUHICTh (CENeKTHBHICTD), MeXa BHUSBIICHHS, MEXa

KUIBKICHOI'O BU3HAYCHHS.

PaCCMOTpCHH HEKOTOPbIE OCHOBHBIC XapPAaKTECPUCTUKU BaJIUMJAIUU aHAJIUTUYECKUX METOOUK - CHCL[I/I(I)I/I‘{HOCTL (CBHCKTI/IBHOCTL), npenen

06Hapy)KeHI/I$I, Ipeaci KOJIMYCCTBEHHOTI'O ONIPECIICHU .

Some main characteristics of validation analytical methods were considered. They are: the specificity (selectivity), detection limit, quantita-

tion limit.

KaK yoKe OMHUCaHO B coobeHusx 1, 2 u 3 mo reme «Baiu-
JATHST aHATUTHYCCKUX MeTOTUE»(Ne6, 2008; Ne2,2009;
Ne3,2009), Bamuaanus aHAIUTHYECKOH METOTUKU COCTOHT B
OIIPEICIICHNH TOYHOCTH, BOCIPOU3BOAUMOCTH, 9yBCTBUTEIIb-
HOCTH, MEXJITa00paTOpHOH BOCIPOU3BOJUMOCTH, JTHHEHHO-
CTH, CHCIN()UIHOCTH W CEJICKTUBHOCTH U APYTHX XapaKTe-
PHUCTHK aHAINTHYECKAX METOMOB [1] .

JlaHHas cTaThs MOCBSIIEHA PACCMOTPEHUIO 0COOSHHOCTEH
crenu()UIHOCTH UK CEIICKTUBHOCTH (M30MPaTeIbHOCTH ) aHa-
JIMTUYECKOTO0 METO/Ia, & TAK)KE BOIPOCAaM BBISIBJICHUS IIpejie-
J1a 0OHAPY>KEHUS U Tpefiea KOJINYECTBEHHOTO ONPEACTICHHUS.

Specificity (cneyuguunocms unu cenekmueHoCmb Memooa).

Crenn(uyHOCTh METOa - 3TO CIIOCOOHOCTH OJIHO3HAYHO
OILICHUBAThH AHATM3UPYEMOC BEIIECTBO B MMPUCYTCTBUU IPYTUX
KOMITOHECHTOB, KOTOPBIC MOTYT IPUCYTCTBOBATH B 00pasiie [2].
3TO MOTYT OBITH IPUMECH, IPOAYKTHI PA3JIOKEHIS, BCIIOMOTa-
TEJbHBIC BEIIECTBA U T.II.

ToToBHUTCS cMech HEaKTHBHBIX MHTPETUCHTOB (TUiarebo) u
CMeCh W3BECTHBIX NpHMEceil, W MOABEpraeTcs aHanmmuzy. JTa
CMech HE JOJDKHA J1aBaTh CHUTHAJBI, KOTOPBIE OBl MeIIand To-
IJIOLIEHHIO aKTHBHOTO MHIPEANEHTA B JICKAPCTBEHHO# (hopme.

2. Jlns memo0oog uzyuenus cmabuibHOCmu:

A). CranpmapTHblii pacTBOp JenuTcsl Ha dacTh. Kax-
Jas  4acThb  IIOJIBEPTacTcsi  pasiMYHbIM  OKCTpEMallb-
HBIM BO3JICHCTBUSIM (CM. HKXKE) JIsI TOro, 4YTOOBI Belle-
CTBO moABeprioch paznoxkenuto Ha 10-20%. VYcnoBus
JOJDKHBI BapbHPOBATh, TTOKA HE OYIyT IOMYYCHBI MPOTYKTHI
PAa3II0KEHHSI, €CIIH 3TO BO3MOXKHO.

B). Tem e sKkcTpeMambHBIM BO3CHCTBUSAM TaK Ke JOIDKHBI

OBITH TOABEPTHYTHI 00PA3IBl KOHEUHBIX MTPOIYKTOB (JIeKap-
CTBEHHBIX (OpM).

B ciyuae, ecnu nexapcTBeHHAs popMa -KarCyIbl, TO
SKCTPEMAJIBHBIM BO3JEHCTBUAM JIEHCTBYIOIIEE BELIECTBO
TIO/IBEP-TAETCsl BMECTE C 000JIOUKOI KarlCyIibl.

B). Ecniu 6onee, uem 0HO SKCTpeMalIbHOE BO3/ICHCTBHE
TIPUMEHSIETCSL JUIsl PA3JIOKEHUsI, HeOOXOIUMO TOoKazaTh d¢h-
(PEeKT KaXKIA0ro YCIOBHS OTIENIBHO [3].

Dxcmpemanvhovie ycnosus:

A). CosHeyHbIii cBeT WM ONW3KMIT K HEMY HCTOYHHK
CBETa MPU KOHTPOIUPYEMBIX YCIIOBHSIX.
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B). Okucnenue nepokCcUI0M BOAOPOIA WIH JPYTHM IOAXO0-
JUIIIIM TIEPOKCHIIOM.

B). loGaBneHne KUCIOTHI WX IIEJIOYH, IPUYEM MX 3Hade-
Hue pH 1075KHO OBITH OTPEryIHPOBAHO O HAaYasla aHAJIN3a.

I'). HarpeBanme. B ciydae, ecnmu pacTBOpHI yCTOWYHBEI,
HaTrpeBaHNE CYOCTaHIIMH CTaHAApPTHOTO 00pasia W IOpOIIKa
pacTepThIX TaOIETOK JOIKHO BBIITOIHATHCSA ITOCTEHNEHHO JI0
TEMIIEPaTyphl MIABICHUSL.

II). Tlocne 06paboTKK B 3KCTPEMANBHBIX YCIOBHUIX, 00pa3-
IIbI ¥ CTAHJAPTHI JOJDKHBI OBITH pa30aBieHbl 40 paboueii KoH-
LEHTPAIUH, €CITH 3TO BO3MOXKHO.

OTH pacTBOPBI 3aTeM AHATU3ZUPYIOT C TTOMOIIBI0 MHOTOBOJ-
HOBBIX Y®-JIeTEKTOPOB MM JPYTHX MOIXO/SAIINX JIETEKTOPOB 1
TIOIJIONIEHHE CPABHUBACTCS C PACTBOPOM, HE TIOABEPTILIMCSI DKC-
TpEeMaJIbHBIM YCIIOBHSIM. KpuTepru oreHKH:

1)1k OCHOBHOTO BeIIECTBa JIOJDKEH OBITH XpoMarorpadu-
YECKH YHCTBIM.

2) ’KenarenbHO TPOAEMOHCTPHPOBATH, YTO CHUTHAI aHAJIU3U-
PYEMOTO BEIeCTBAa YMEHBIIACTCS] IPH IKCTPEMAIIbHBIX yCII0-
BUSIX BMECTE C IOSIBICHHEM IHKOB IPOLYKTOB Pa3JIOKEHHS,
KOTOPBIE XOPOIIIO OTACIAIOTCS OT aHAIN3UPYEMOTO BEIIeCTRA.

Ortuer 1o pe3yJbTaraM OMpeieNIeHHs] YUCTOThI XpoMaTorpadu-
YECKOTO0 ITHKA CJIEAyeT IMPOBOIUTH IO CIEAYIOIINM MapaMeTpam:

Yroa uncrorsl (Purity Angle) - mepa cnekrpanbHON He-
TOMOT€HHOCTHU IHKa, T.€. CPeJHEE 3HaU€HHE BCEX YIVIOB CIIEK-
TpanbpHOro KoHTpacta (Spectral Contrast Angles) Beramcien-
HBIX CPaBHEHHEM BCEX CIIEKTPOB B MHTETPUPOBAHHOM IHKE
MIPOTHUB BEPILIMHBI CIIeKTpa IuKa (peak apex spectrum).

Hopor 4ucrorsl (Purity Threshold) - siBisiercs cymmoit
yrma myma (Noise Angle) m ymia pactBoputens (Solvent
Angle). DToT mokazarenp ABIACTCSA MpeAeioM 00HAPYKESHUS
pa3nuuuil B popme MEXIY IBYMsI CIIEKTPAMH.

Yroa coorBercTBus (Match Angle) —aBnsercsa cpaBHEHU-
€M CIIeKTpa Ha BEPIIMHE ITHKA CO CTIEKTPOM OMONINOTEKH.

Mopor coorBercTBusi (Match Threshold)- sBrusercs cym-
Moii yra cootBercTBus Iryma (Match Noise Angle) u yria
cootBercTBHs pactBoputeis (Match Solvent Angle) .

Yroua uryma (Noise Angle) - sBisieTCst Mepoi CIIeKTpaIbHOI
HCTOMOI'CHHOCTH, BBI3BaHHOM ITYyMOM CUCTCMBI.

Yroa pacrBoputesisi (Solvent Angle) -  sBisieTcst Mepoid
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CIIEKTPaJIbHOW HErOMOT'€HHOCTH, BBI3BAHHOW COCTABOM pac-
TBOPHTEIIS.

Bo Bcex aHamm3MpyeMbIxX pacTBoOpax (CTaHIapTHOTO 00pas-
a u o0pasna u3 TabJeTOK), MOABEPTHYTHIX MPOIeccaM MpH-
HYAUTEIBEHOTO Pa3IoKEHIs, YTOJl UUCTOTHI (purity angle) moi-
JKeH OBITh MEHBIIIE, YeM Mopor 4ucToTHl (purity threshold) u
yrou cootBeTcTBHs (match angle) nomkeH ObITh MEHbIIIE, YEM
mopor cootBeTcTBUs (match threshold).

Detection Limit (DL) - [lpeoden obuapyscenus [4,5]

MookeT OBbITh ONpPEEIICH OHIUM U3 CICAYIOINX METOJIOB:

1. Metoz, 0OCHOBaHHBIN Ha BU3yaJIbHOM OIPEEICHHN.

DL ompenensiercst aHaau30M 00pa3IoB ¢ M3BECTHOH KOH-
LEHTpAlEeH aHAIN3UPYEMOro BEIECTBA M YCTAHOBICHUEM
MHHHUMAJIBHOTO YPOBHS, TIPH KOTOPOM aHAJIN3UPyeMOe BeIle-
CTBO MOXKET OBITh OTYETIIMBO OMpeeiIeH0. PacTBOp B KOHIIEH-
Tpamuu npeanoyaraemoro DL ananusupyertcs 6 pas.

Kpurepnii omeHKH: ecny MUK aHAJIM3MPYEMOTO BEIIECTBA
JETEKTUpYyeTCcsl MO KpailHell Mepe 5 u3 6 pa3, NpUHUMAeETCs,
YTO AaHATM3UPYEMOE BEIIECTBO MOXKET OBITH I€TEKTHPOBAHO.

2. Merox, OCHOBaHHBIN Ha COOTHOIIEHUH CHUTHAA K YPOB-
Hio mryma. COOTHOIIICHHE - CUTHAJI: YPOBEHB IIyMa OIpese-
JISIeTCSl CPaBHEHUEM HM3MEPEHHBIX CUTHAJIOB 00pa3lioB C W3-
BECTHOM HU3KOW KOHIIEHTpAIMeH aHaM3UPYEeMOTro BeIIeCTBa
(6 ompeneneHnit) K CUTHAITY PaCTBOPHUTENIS M yCTaHABIMBACT-
Csl HAMMEHBIIIasi KOHIEHTPALHS, IIPU KOTOPOH aHAIN3upyeMoe
BEIIIECTBO MOXET OBITh OTUYETIIMBO JETEKTHUPOBAHO.

Kpurepuii oneHku: sBISETCS MPHEMIIEMbIM COOTHOIICHHE
CHUTHaJa K YPOBHIO Imyma Mexxay 3:1 umm 2:1.

3. MeTtoj, OCHOBaHHBIN Ha MCIIOIb30BAHUH KAIMOPOBOYHON
MIPSMOH M CTAHJAPTHOTO OTKJIOHEHUS aHAJTMTHYECKOTO CUTHA-
na. [Ipenen oorapyxenus (DL) MokeT OBITH BBIpa)KeH Kak:

DL =3,36/S

I'me o- crangapTHOE OTKJIOHEHHUE CUTHAIA

S - TaHTeHC yTiIa HaKJIOHa KaJMOPOBOYHOI MPAMOM (HaKJIOH
—slope)

CranapTHOE OTKJIIOHEHHE CHUTHAJIA (G) ONPEAEIsIeTCs pas-
MEpOM aHAJIUTUYECKOro CHrHaia juis 6 oOpasioB, HE co-
JIepKallliX aHAIN3UPYEMOro BEIIECTBA, U BBIUUCICHUEM
CTaHJAPTHOTO OTKJIOHEHHA. DTO 3HAYECHHUE, OICHUBAEMOE KaK
YPOBEHb IIIyMa, 3aTeM MpoBepseTcs 6-10 BBEJCHUSIMHU PAaCTBO-
POB 00pas3IoB, ¢ OJIN3KOH KOHIIEHTpAIWEH WK IPUTOTOBJIECH-
Hble B KOHIIeHTpauuu DL .

TaHTeHC yryia HakjoOHA KanuOpoBodHOU mpsimoit S (Slope)
BBIUHCIISIETCS U3 KATMOPOBOYHON MPSMOH [UIsl aHATTU3HPYEMO-
TO BEIIECTBA.

Quantitation Limit (QL) - [Ipeden xonuuecmeennoco onpe-
Oenenusn [6,7]

1. QL ompenernsercs aHaIH30M 00pa3IoB ¢ W3BECTHON KOH-
LEHTpAle aHAIN3UPYEMOro BEIECTBA M YCTaHOBICHUEM
MHHHUMAJIBHOTO YPOBHS, TIPH KOTOPOM aHAJIN3UPyeMOe BeIlle-
CTBO MOXKET OBITh OIPEJIENICHO KOJINYECTBEHHO C TOIXOASIICH
TOYHOCTHIO U MIPABUIBHOCTBIO.

T'oToBATCS 6 OT/IENIBHBIX PACTBOPOB OMPE/IENAEMOr0 BELIECTBA

=m

C MOCTOSTHHBIM ~ KOJIMYeCTBOM Iuiane6o (T.H. spiked solutions)
B MOPSAJKE YMEHBILICHHS KOHLIEHTpalUi aHaIu3upyeMoro
BEIIECTBA, ONMM3KHX K MpeArotaraeMoil  KoHmeHTpanuu QL.
J10mKHEI OBITH BRIYMCIICHBI: OTHOCHTEIIFHOE  CTaHIapTHOE OT-
kioHeHue (RSD) u mpaBHIIBHOCTE 6 OIpeNIeNIeHAA.

QL MokeT OBITh BBIYMCIICHO OTHUM U3 CIIEIYIOMINX METOIOB:

- Mertoz, OCHOBAaHHBIM Ha COOTHOLIEHWU CHUTHAJA K YPOBHIO
myma. COOTHOIIIEHHE — CUTHAT : YPOBEHb IIIyMa OMPEICIseT-
Csl CPaBHCHHUEM M3MEPEHHBIX CUTHAIIOB 00pa3IOB C W3BECTHBHIMHU
HU3KMMH KOHIIEHTPAIUSIMUA aHAITM3UPYEMOro BeriecTsa (6 ompe-
JIENICHHH) K «ITyCTOMY» CHTHATy (CHTHaIy Oe3 aHaIM3upyeMOoro
BEILIECTBA) U YCTaHABIMBACTCSl HAUMEHbIIIAsk KOHIIEHTPALMSL, TIPH
KOTOPOH aHAIM3UPYEMOE BEIICCTBO MOKET OBITh OIPEICIICHO KO-
JINYECTBEHHO.

Kpurepuii OLIeHKH : COOTHOILLIEHUE CUTHAJIA K YPOBHIO IIyMa
10:1 sBHsIeTCS NPUEMIIEMBIM.

- Meron, OCHOBaHHBIA Ha WCIIOIB30BAHUN KaIHOpO-
BOYHOM NpSIMOM M CTaHIAPTHOI'O OTKJIOHEHUS aHaJUTHUe-
CKOI'0 CUTHAJIA.

IIpenen konuuecTBeHHoro onpeneneuus (QL) MoxeT ObITH
BBIpaKEH Kak:

QL =100/S

I'ne o - crangapTHOE OTKIOHEHHUE CUTHAIA

S - TaHTeHC yIila HaKJIOHA KaJIMOPOBOYHOM MPSIMOA

CrannapTHOE OTKJIOHEHHE CUTHANA (G) OMpenelseTcs pas-
MEPOM aHAIUTHUYECKOTO CHTHANA I HEOOXOIMMOTO YHCiia
00pas3IoB, He COMEPIKAIIIX aHATH3UPYEMOTO BEIIECTBA, U BBI-
YUCIICHUEM CTAaHAAPTHOTO OTKJIOHEHHS, JINOO OTpeneisieTcs
13 KQTHOPOBOYHOM MPSIMOIA.

TanreHc yrma HaKJIOHA KAIMOPOBOYHOM MPSMOiA (S) BBIMHCTS-
€TCs U3 KATMOPOBOYHOM MPSIMOH TSI aHATM3UPYEMOTO BEITIeCTBA.

Kputepuit ouenkn: Hammenpmias — KOHIEHTpamus  C
RSD<20% u npaBunsHOCTHIO (accuracy) 80-120%.
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