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BANMOALUNA AHAITMTUYECKUX METOAUK. COOBLLUEHUE 6
NPOYHOCTb M HAQEXHOCTb AHANUTUYECKON METOOMUKM;
CTABUIIbHOCTb (YCTOUM4YMBOCTb BO BPEMEHW) OBPA3LIA U CTAHOAPTHbLIX PACTBOPOB
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Po3rstHyTO IesiKi XapaKTepUCTUKHU MPOIIECY Baiallii aHaTi THYHIX METOAMK — MIIHICTh, HAAIWHICTh, CTIHKICTh Y Yaci 3pa3Ka i CTaHIapTHUX
PO3YMHIB, METOAWKY BU3HAYCHHS Ta PEKOMEH/I0BaHI KPUTEPii OIiHK.

PaCCMOTpeHbl HEKOTOPBIE XapaKTEPUCTUKHU IIPOLECCa BaAIUAANINN AaHATUTHYCCKUX METOAUK — IIPOYHOCTHh U HAJIC)KHOCTh AHAJINTHYCCKOM
MCTOAWKHU, a TAKIKEC CTaOUILHOCTh (yCTOfI‘{HBOCTB BO BpeMeHI/I) 06pa3ua " CTaHJapPTHBIX PaCTBOPOB.

Some characteristics of validation analytical methods were considered. They are: robustness, ruggedness and sample and standard stability.

As well, recommended acceptance criteria and methods of determination were considered.

KaK y)Xe omucaHo B coobmenusx 1, 2, 3,4 u 5 mo Teme
«Bamunanus ananutudeckux metoguk»(Ne6, 2008;
No2,2009; Ne3,2009, Ne4,2009, No5,2009), Bamumamnus aHa-
JUTUYECKOH METOTUKH COCTOMT B ONPEACICHUH TOYHOCTH,
BOCIPOM3BOANMOCTH, UyBCTBUTEIBHOCTH, MEKIa00paTOPHOI
BOCIIPOM3BOIMMOCTH, JIMHEHHOCTH, CHEUU(PUIHOCTH HIIH Ce-
JIEKTUBHOCTH, HAJCKHOCTH (YCTOHYMBOCTH) aHATUTHIECKON
METOIUKN M CTAOMIBHOCTH (YCTOHYMBOCTH BO BPEMEHH) 00-
pasiia u CTaHIapTHBIX pacTBOpoB [1] .

JlaHHas cTaThs MOCBSIIEHA PACCMOTPEHHUIO 0COOEHHOCTEH
OTIpeJIeNICHNs] HAZSKHOCTH (YCTOMUMBOCTH) aHATUTHYECKOM
METOIMKN M CTAOMIBHOCTH (YCTONYMBOCTH BO BPEMEHH) 00-
pasiia ¥ CTaHJapTHBIX PACTBOPOB MPH MPOBECHUN BaJIHIAIINN
AHATUTHYECKOTO METO/IA.

VYerortunBocTh (Robustness) siBiseTcst mokasareiaeM Ha-
JEKHOCTH METOTUKH TIPU €€ HCIIOJNB30BAHNU B yKa3aHHBIX
ycnoBHAX [2].

OTOT mapameTp IpoBepsAeTCs H3MEHEHHEM KPUTHYECKHUX TTa-
pamerpoB Metozia (BIYKX) cebiiie adhekTHBHOTO Anana3oHa 1
JneMOHCTpUpyeTcst 3 GEKT, OKa3bIBAEMBIN 3TUMH H3MCHCHHSIMHU
Ha cnenupUIHOCTb (M30MPaTeIbHOCTD) METO/IA.

A) Kputndeckumu nmapaMmeTpaMiu METOa, MOBEPKEHHBIMHU
MIPOBEPKE, MOTYT SABIATHCS:

- pH GydepHoro pacTBopa MoOIBHKHOM (a3sl (TOIBKO B TEX
PeAKHX CiydasX, KOrja B COCTaB MOABIDKHOM (ha3bl BXOAUT
CMECh BOJIBI I OPTAaHUYECKOTO PACTBOPHUTENS, TapaMeTpoM,
MOJIBEP)KEHHBIM TpOBepKe, siBisiercs pH Bcell moaBuxHON
asbr);

- WOHHas cuiia Oy(pepHOro pacTBopa;

- COCTaB IMOJBUKHOM (ha3bl (B 4aCTHOCTH, COOTHOLICHUE
KOMITIOHEHTOB, B TOM YHUCIIE BOJAHOW M OpraHu4yeckor ¢asbl);

- XpomarorpapuuecKre KOJOHKH (pa3Hble CepUH H/UITH TIPO-
W3BOJUTEIN);

- CKOpOCTb ITOTOKA MOJBHKHOM (asbl ;

Bce atu mapamerpsl (kpome napameTpa «Xxpomarorpaduue-
CKHe€ KOJIOHKH» ) BapbUpyIoTcs B peaenax + 10% u, ucrnons3ys
B KauecTBE TECTa PAacTBOP CHCTEMBI COOTBETCTBHUSA (System
suitability solution), BEIYHCIISIOTCS CICAYIOIINE 3HAYCHUS:
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BpeMsi yJIep)KUBaHUs [JIaBHOTO IUKa (retention time);

(axTop aCUMMETPHH TJIABHOTO TTHKA;

OTHOCHTEJIbHBIC BpEMEHA YJIeP)KUBAHHUS IS IPUMECeH W/iin
MPOIyKTOB pasiokeHus (relative retention time);

paspeleHne Mex 1y IJTaBHbIM ITMKOM M TMKaMU puMecei 1/
WJIN TIPOJIyKTaMHM pasjiokeHus (resolution);

b) [onHoTa SKCTpaKIMK JOJDKHA OBITh BaJHMPOBAHA, T.C.
MPOJIEMOHCTPUPOBAHO, YTO HET CYIIECTBEHHBIX pa3Iu4uid
MEJK/1y aHAJTU30M, BBIITOJTHEHHBIM C OTKJIOHEHHUSIMHU OT TTapame-
TPOB, YKa3aHHBIX B METO/IC, TAKMX KaK BPEMs YJIbTPa3ByKOBOM
00paboTku (sonication) U BpeMsi BCTPSIXMBaHHS.

[TonHOTa AKCTPAKIUKU JIEMOHCTPUPYETCSl MPUTOTOBICHHUEM
pacTBOpoB 00pa3lloB, KaK yKa3aHO B METO/E, M MapaMeTphbl
HKCTPAKILIUK BapbUPYIOTCS (BpeMs YIIBTPa3ByKOBOM 00paboTKK
W BpeMsl BCTPSIXMBaHMS).

Kaxxpiii TeCT BHIIOMHASTCS HA 3-X OT/IEIBHO MPUTOTOBIICH-
HBIX 00pa3slax, U CPaBHUBAIOTCSl CPEIHUE pe3ynbrarhl. Ecnn
Pa3HOCTb MEX]Y CPEIHUMH PEe3yJIbTaTaMu KaX/I0ro U3 TECTOB
<4.0%, 3T0 T0Ka3bIBACT MOJIHYIO, BOCIIPOU3BOANMYIO IKCTPAK-
MO JICHCTBYIOIIETO BEIIECTBA B JAHHBIX YCIIOBHSIX.

[Tpumeuanue: eciii B METOJIE €CTh ATall LIEHTPU(PYTHPOBAHUS,
TO OH TOXKE BaJIUJIUPYETCS BapbUPOBAHHEM BPEMEHHU IICHTPH-
(yrupoBanus.

B) Takske Bceraa BaauupyeTcs BIHUsSHUE Pa3INuHbIX BUIOB
(uIIBTPOB, MPUMEHSEMBIX JJIsI IPUTOTOBJICHHS PacTBOpa 00-
pasua T.e. AEMOHCTPHPYETCsI, YTO HET CYIIECTBEHHBIX PA3INIUi
MEXJly aHAJIM30M, BBITIOJHEHHBIM CHUCIIOJIb30BAHHEM BHJIa
(uNBTPOB, YKa3aHHBIX B METOJ/E, C JAPYI'MM OJM3KUMBHIOM
(uneTpoB.

CpaBHCHHE CPEIHUX PE3yJIBTaTOB MOKa3bIBACT, UYTO (DHIIb-
Tpalusi ¢ UCHOJIb30BaHHEM O00OUX BUIOB (DUIBTPOB JaeT
HKBHUBAJICHTHBIE PE3yJbTaThl, €CIU Pa3HOCTh PE3YJbTaTOB
MEX/1y HECKOJIbKUMH BUaMu (GUIBTpoB He npesblimaet 2.0%
(3], [4].

Hanexnocts metona (Ruggedness) onpeaessieTcst CTCCHbIO
BOCIIPOM3BOIMMOCTH PE3YJIbTATOB, OJTYUYEHHBIX B Pa3IMUHBIX
naboparopusix u BeipakaeTcst B % RSD (cranmapTHOe OTKIIO-
HEHHE BOCIIPOM3BOAUMOCTH). DTH YCIOBHS BKIIOYAIOT TPeOO-
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BaHMS K PA3JIMYHBIM CIICIIUAIUCTAM, TPUOOpaM, Ta00PATOPHSIM,
peakTuBaM u aHAM aHanm3a. ICH paccMarpuBaet Hae:)KHOCTh
Kak 4yacth paszaena «lIpermusunonHocts(Precision)»[5],[6].

CTa0WJIBHOCTH (YCTOIYHBOCTH BO BpeMeHH) PacTBOPOB
00pa3IoB U CTAHIAPTHHIX PACTBOPOB

PactBopsl 00pa3ioB ¥ CTaHIAPTHBIC PACTBOPHI JTOJIKHBI
OBITH TPOTECTHPOBAHKEI Oosee, deM depes 48 gacoB mocie
MIPUTOTOBJICHUS] TIPU HOPMAJIBHBIX JTa0OpPATOPHBIX YCIOBUSIX,
1 KOJIMYECTBEHHOE OTPE/IEICHNEe KOMIIOHEHTOB JTOJDKHO OBITh
BEITIOJTHEHO B CPAaBHCHUH CO CBEKCTIPUTOTOBICHHBIMHU PACTBO-
pamu CTaHIAPTHBIX 00pas3IloB.

OTH TaHHBIE TaKke HeOOXOAUMBI, 9TOOBI YCTAHOBHTH CPOK
TOIHOCTU ¥ YCJIOBUSI XPAHEHUS PACTBOPOB CTAHAAPTHBIX 00-
pasIoB.

Pexomennyemblili KpUTEepHUil OLEHKH JIsI PACTBOPOB 00-
Pa31oB: Pa3HOCTh MEXIY KOIWYCCTBCHHBIM COACPIKaHUEM
JICHCTBYIOIIECTO BEIIECTBA B ICHD IIPUTOTOBIICHHS U MOCIIC HE
MeHee 48 4acoB XpaHCHHs (M3MEPEHHAs MO0 OTHOLICHHIO K
CBEXKEIPUTOTOBICHHOMY PAacTBOPY CTAaHIAPTHOTO 00pasia) He
JIOJKHA MpeBbIIATh 2%.

Kputepuii oueHku a8 pacTBOPOB CTAHAAPTHBIX 00-
pa3uos:

PaCCUNTHIBAFOTCS T.H. HOpMaJTH30BaHHbIe curHaiibl (Normalized
responses) I pacTBOPOB CTAHAAPTHBIX 00PA3IIOB.

Hopmanu3oBaHHBIN CHTHAI = CPEIHssS IUIOMIAAb [TUKA IS
koHIeHTparwu | mr/mi, aenerHas Ha 10000.

B cinyuae Y®-CeKTpOCKONUN TakKe HEOOXOIMMO CpaBHU-
BaTh HOPMAJTM30BaHHBIN CHTHAJ, TO €CTh ONTHYECCKYIO IUIOT-
HOCTB PacTBOpA, MPUBEACHHYIO K CIMHUYHON KOHI[CHTPAIIHH.

§2

OTO MOXKeET OBITh MI/MJI WJIH | MOJIB/IUTP Wi Jro0ast Jpyras.
Jlaxke IOCTOSIHCTBO ONTHYECKOH INIOTHOCTH, eNIEHHON Ha Ha-
BECKY ¥ 0e3 yuéra pa3BeJeHHIl (€CIM OHU OJJMHAKOBBI BO BCEX
CIIy4asix) MOXKET CBUJICTEILCTBOBATH O CTAOMIIBHOCTH PAacTBOPA
(MM SKBUBAJIETHOCTH PacTBOPOB, IPUTOTOBJIEHHBIX B Pa3HOE
BpeMsI 1 J1ake M3MEPEHHBIX Ha Pa3HbIX CHEKTPO(POTOMETpaX.

OrtHolIeHNe HOPMAJIM30BAHHBIX CUTHAJIOB CBE)KETIPUTOTOBIICH-
HBIX PacTBOPOB CTaHIAPTHBIX 00pa3loB K HOPMAJIN30BAHHBIM
CHT'HAJIaM PacTBOPOB CTaH/IAPTHBIX 00PA3II0B NOCIIe HE MeHee 48
4acoB XpaHEHUsI He J0JDKHA rpeBbiath 2% [7], [8].
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