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Mpobnema Nel

B coBpemeHHOM papmaL,eBTUYECKOM aHann3e xpomatorpadus
LUMPOKO UCMOIb3YETCA Kak NOATBEPXK AWM METOA, NPU NPOBEAEHUN
TecTa «MNaeHTUPUKaLMA» B KOHTPOIE KayecTBa aKTUBHbIX
dbapmaLeBTUYECKUX MHTPEANEHTOB U TOTOBbIX NEKAPCTBEHHbLIX GOPM.

KaK npaBuio, BO BCeX BeAyLNX papmMaKkonesax B Ka4ecTBe
cnocoba noaTBeprKAEeHMA NOAJIMHHOCTU CTPYKTYPbI BELLECTB,
MCNONb3YIOTCA iBa METOAa - CPAaBHEHME BPeMEH yAepKMBaHUA BELLECTB
n meton nob6aBoK.

Ons 6onblnHcTBa CybCTaHUMM M OAHOKOMMNOHEHTHbIX
JIeKapCcTBEHHbIX GOpM npoBeaeHne naeHTUMPUKaunum MeToaom
XpomaTtorpadumm BO3MOKHO AOMNO/IHUTb APYTMMU METOAAMMU,
noATBEePXAaoWMMN NOANNHHOCTb BELLLECTBA.

OAHaKo, ANA MHOTOKOMMOHEHTHbIX FOTOBbIX IEKAPCTBEHHbIX
cpeacTB, XpomaTorpapuma MoKeT 0Ka3aTbCA €AMHCTBEHHbIM CEroaHs
AOCTYMHbIM METOA0M NPOBeAEeHNA NAEHTUPUKALMM KOMMOHEHTOB. B
byaylwlem ee 3aMEHUT XPOMATOMAaCCNEKTPOMETPUA.

Ho cerogHs, npobnema AOCTOBEPHOCTU PE3YNbTATOB,
No/siy4aeMbiX METOA0M CPAaBHEHUA BPEMEH YaAeprKUBaHUSA BELLLECTB, ANA
TAKUX Cy4aeB CTOMUT A0OCTAaTOYHO OCTPO.



dakTopbl, BAMAIOWME HA N36UPATENbHOCTD

naeHTMPuKauum xpomartorpadpmyeckKumm metoaamu

NpeHTndunkauma xpomatorpapmuyeckmumm metoaamm no
BpemeHaMm yaepKMBaHUA Bcerga npoBoanTca nyTem
CPaBHEHUA cpeHUX BENUYUH BPEMEH YaepHKUBaAHUA
BELLECTB, NO/IYYEHHbIMM A1 UCMbITYEMOrO PacTBOpPa U
pPacTBOpPa CPaBHEHMUA.

Hy*KHO oTmeTuTb, 4TO 3TN BenndynHbl HUKOTAA nonHocTb1o0
He coBnagatoT. 3To npobsiema, NOCKONAbKY pa3bpoc BpemeH
VOAEPHKUBAHUA MeXay napanie/bHbIMU
XpOMaTOrpaMmamm, He NO3BONAET OAHO3HAYHO TPAKTOBATb
pa3inume UM coBnageHne NCTUHHbIX BPEMEH
yOAEPHKUBAHUA aHANIUTA U HEMAEHTUYHOIO eMy BeLlecTBa.
OCHOBHbIe NPUYNHbI TAKOro pa3bpoca BpemeH
yOAEPHKUBAHUA Mbl Npeanonaraem cieayrouime:



daKTopbl, BAnAOWME Ha N36MpaTeNnbHOCTb
naeHTMPunKauum xpomartorpadpmyeckKumm metoaamum

e paboTta camoun xpomaTtorpapmuyeckom CUCTEMBbI

— HeA0CTaTOYHOE YpaBHOBELIMBAHME KOJIOHKU Nepes,
nposeaeHMeM aHaAn3a (He40CTaToOYHOE BpeMs
YpPaBHOBELWMBAHMA, HECTAabU/IbHOCTb NOTOKA NOABUMXHOM Pa3bl,
HenpaBW/IbHbIN BbIBOP NOABUKHOM da3bl, FTPaAUEHTHDBIN PEXUM
3N10MPOBAHUA, HENPABU/bHbIN BbIOOP COPpOEHTA KO/TOHKMY,
Temnepartypa)

— «MaTpun4yHbIN 3pdeKkT». Ero dnsnyeckom npnYNMHOmM ABNAETCA
Pa3nnyne cocTtaBa pacTBOpPa CPAaBHEHUA N UCMbITYEMOTO
pacTBopa.

— HenonHoe 3n1onpoBaHNe KOMMOHEHTOB NpenapaTta U3 KONOHKM.
* Pasnnymem B agcopbLuumn aHANN3NPYEMbIX BELLLECTB, €C/N

BELLECTBO B UCMbITYEMOM PACTBOPE HE ABNAETCA
TOXAECTBEHHbIM BELLECTBY B pacTBOPE CPpaBHEHMUA.



NMPOBNMEMA Ne2

NcxoaHble AaHHble ANA CPaBHEHUA BPEMEH yAEPKUBAHUA, KaK NPaBuo,
NO/Iy4atoT NPU BbINOAHEHUN TecToB «UaeHTUdUMKaumusa», «kKonnyectseHHoe
onpegenenney, «Conytcteytowme npumecn». OaHaKko TpeboBaHMA K
MaKCUMa/IbHOM pa3HUNL,E BPEMEH YAEPHUBAHMA NN UX CPEAHMX BE/IUYUH
OTCYTCTBYIOT B 06WmxX ctatbax F®Y 2.2.46 Memoou xpomamoezpagiyHo2o
po30ineHHs, 2.2.28. [a3o08a xpomamozpagiai 2.2.29. PiouHHa xpomamoepagis.

Beayuwive papmakonenm mmpa - amepmKaHcKas, bpnutaHckasa u
eBPONENCKAA — TaKKe He coaeprKkaT YKa3aHUA 411 BbINONHEHMA TeCTa
«NpeHTndunkaumna».

CywiecTByeT NpaKTUKa, KOTOPaA B HACTOALLLEE BpeMA NPUHUMAETCA
pPerynaTopHbIMmn opraHammn 6e3 obocHOBaHUA: naeHTUUKALMA CHNTAETCA
NOJIOXKUTE/IbHOWN, ECNN CpeaHME 3HAYEHUA BPEMEH YAEPHKMBAHNA PA3/INYAOTCA He
bonee yem Ha 2%. Y1MCno NnapannenbHbIX XPOMATOrPaMm HE OroBapmBaeTca. TaKas
NPaKTMKA He OCHOBbLIBAETCA HAa OL,EHKE PUCKA NPUHATUA HEKOPPEKTHOIO peLLeHNA
O COOTBETCTBUMU cneundUKaLmam 1 N03TOMY NPUBOANT K CYOBEKTUBU3MY NPHU
npoBeAeHUN UCMbITAaHUA HA MAEHTUUKALMIO.



[locTaHOBKa 3a4a4u

PeweHne npmneeaeHHbIX Bbile Nnpobnem TpebyeT OTBETA Ha caeayloume
BONPOCHI:
- KAKO€ KO/IMYECTBO Napansie/ibHbiX U3IMEPEHNN HEOBXOANMO BbINOJAHUTDL B
paMKax aHanmn3a AnAa NoAy4YeHMA CTaTUCTUYECKM AOCTOBEPHbIX AaHHbIX
(TpeboBaHMA gna Takoro Tecta Kak «MaeHTuPurKayuma» NoSIHOCTbIO OTCYTCTBYIOT
B papmakonesnx);
- KaKaA Be/IMYMHA AMCNEepPCMmn ABNAETCA MAKCUMANbHO A0NYCTUMOMN ANA
NONY4EHHOrO KOZIMYECTBA XPOMATOrpaMm pacTBOpa CpaBHEHMNA 1 0b6pa3Lya;
- KAKOM KPUTEPUIN HEOBXOAMMO MCNOb30BaTb AJ/19 OLLEHKU OTCYTCTBMUA
Pa3NINunA cpegHnx BeNNUYMH BPEMEH YAEPKMBAHUA, M KAKOBA MaKCUMANbHO
A0NYyCTUMaA BENNYNHA 3TOFO KpUTEPUA.

[MTony4eHHble OTBETbI NO3BOJIAT CTPOro Pern1aMeHTUpoBaTb TpeboBaHUA
K paspeny «MaeHTudMKauma» B HOPMAaTUBHOMN AOKYMEHTALMUMN,
npeaHa3HaYeHHOW ANA BXOAHOIO KOHTPOAA cybCcTaHUMM N KOHTPO/IS TOTOBbIX
NIEKAPCTBEHHbIX CPeaCTB.



[lToaxoa K HOPMUPOBAHUIO

[Tpn KOHTPONE KayecTBa NeKkapcTBeHHbIx cpeacts (/1C)
NMPUMEHAETCA «KNOATBEPXK AWM Nnoaxoa»
npu nposeaeHnn naeHTndUKaumm no BpemeHam/obbLemam
yOEPKMUBAHMA.

Mbl anpuopHO npeanonaraem, 4YTo 3T Be/IMYNHDI
yAEPHKMBAHMA A8 UCNbITYEMOIO U CTaHAAPTHOro o6pasLoB
coBMaAaatoT (C 3apaHee onpeaeneHHOM TOYHOCTbIO).

Torga oTHOCUTENIbHOE pa3nnumne cpegHux (B NnpoueHTax K
cpeaHemy ANns CTaHaapTHOro obpasua) He A0NXKHO
npesbIWaTb Hanepes 3agaHHON BennyiuHbl max dif,,,

Kaknm e TpeboBaHUAM A0NXKHA YA0B/IETBOPATb BE/IMYNHA
maxdif,..?



CTaTucTUyeckas He3HaYMMOCTb pPa3/InuuA BeJIMYUH
vaep>XuBaHus

[loBepuTeibHblE MHTEPBA/Ibl CPEAHEro pe3ynbTaTta ANA UCMbITYEMOro U CTaHAapPTHOroO

PaCTBOPOB PaBHbI
A

— sample

A =t(P.n,-1)xRSD_/.|n_

ObbeanHeHHbIN f0BEPUTENbHDIN MHTEPBaN A, paBeH

— ‘T(Pr n— 1) X RSDmmpfe / Hmmp."e

ﬁp — ’\/5_5:15;'3;:-55 + ﬁ_j

C y4eTomM NpuBeaEHHbIX BbllLiE COOTHOLLUEHWUI , TPpebOoBaHME CTaTUCTUYECKOM
HE3HAYUMOCTU PA3TNYNIM CPeaHUX BETMYUH YALPKUBAHUA MPUHUMAET BUA:

xmmfé' o xs.t

dif. (%)=100x < max dif,, = A

s
i



HepocTtaTku TpEGOBaHMﬂ CTaTUCTUYECKOMN HE3HAUYMMOCTH

CTaHAapTHbIE OTKNOHEHUA BEIMYUH YAEPKUBAHUA AHANU3NPYEMOTO
COeANHEHNA ANA UCTIbITYEMOTO (S,,,,) ¥ CTAHAAPTHOTO (S,;) 06pa3LOB MOryT
3HAYMMO PA3/INYATLCA HA Pa3HbIX KOJIOHKAX M AaXKe B Pa3HbIX CepUAX
3KCNepMMeHTa.

[JoseputenbHble MHTepPBanbl A, . 1 Ay (CM. COOTHOWEHMA (2)) 3aBUCAT OT
4MCIa NAPANNENbHBIXU3MEPEHWUN N, U N — HEM NOCIeAHME 6O/bLUE, TEM
f0BepuUTeNibHble UHTEPBA/Ibl MEHbLLE.

YcTaHOBNEHUE Kputepumes NpnemnemocCcTum no akcnepmmeHTa/ibHbim aHHbIM
nocsnae nux nonyvyeHnAa npoTmnBopevdmnuT Camomy npuHUMny KOHTPO/1A Ka4eCTBa U,
cba KTU4EeCKN, ABNIAETCA «I'IO,EI,FOHKOVI no4d aKCNEPUMEHT.

Moatomy ®Y [2, pa3zgen5.4] BMECTO CTaTUCTUYECKOMN HE3HAYUMOCTU PA3TINYUS
CpeAHUX 3HAaYEeHNN PEKOMEHAYET UCMONb30BaTb NOAX0A, OCHOBAHHbIM Ha
NPaKTUYECKON HE3HAYUMOCTM 3TOrO PaA3INYNA ANA PELLUEHMA NOCTAB/IEHHOMN
3a4a4mn.



MpaKTUueckasa He3HAYMMOCTb Pa3INuUUA BeINUYNH
vAepXKMBaHUA

Obuee BblparkeHne ANA MaKCMMasibHO A0NYCTUMOW HeonpeaeneHHOCTU Pa3HOCTH
BE/INYMH yaepKunsBaHua (4,.,)

-

max dif,,, =max A, =maxA__ .

~

+max A, +max/

mairix

[oCKONbKY MPU KOHTPOJ1e KaYecTBa JIEKAaPCTBEHHbIX CPEACTB NPUMEHAETCA
noATBepPXKAAILWNN NOAXoA, TO X, = X

aY

max A = maxA _.

sample

-

max dif_ = max A’ =2xmax A +maxA

mamrix

B obuwiem cnyyae, npumeHeHne naeHTUPUKaLmm no BeIMYMHAM YAEPHKNBAHUS
npeanonaraer He3HAYMMOCTb MaTPUYHbIX 3G PEKTOB

max A <(0.32x2xmax &‘H = (.64 x max 5};

mairix

max dif,,, =2 xmax A_ =1.41xmax A,

-
e



MaKcumanbHO gonycTuman HeonpeaeneHHOCTb Be/IMUUH
VAEPXKMBAHUA U MAaKCMMaIbHO AONYCTUMOE pa3inume
BE/INYUNH YA EePKUBAHUA

[1na pacyeta MakCUMa/IbHO ONYCTUMOM HeonpeaeneHHOCTU Be/IMYUH YaepKUBaHUS
CTaHAapTHOro obpasua (maxA.,) NOrM4YHO NCNO/Ib30BaTb NACNOPTHbIE 3HAYEHUA
xpomaTtorpada -

max A <maxA__ =tP.,n_, —1)xRSD_ ./ \/;
BennunHa max4,,,. 3aBUCUT OT YMCNA NaPaNNENbHbIX UHKEKLNUIN N, yMEHbLUAACH C €50

pocTom. NNoCKONbKY NpeanoaaraeTcs, Yto n = 3, To HeobxoaAMMO NPOBOAUTL PACYETbI
Kputepua gnan = 3.

YunTbiBan BbllLeCcKa3aHHOE U noaaraa Takke P = 95%, u3 ypaBHeHua (11) nonyumm:

max A, =226 xRSD,,,/.[3 =131xRSD,,,.

max dif,,, =~/2 xmax A_ =1.41x1.31x RSD_,. =1.85x RSD

Cart cerr”



TpeboBaHUA K npuUrogHocTn xpomatorpadpunueckom
cucTembl

[lna MaKCcMManbHO A0MNYCTUMOIM HeonpeaeneHHoCcTU maxA,, TpeboBaHNA NPUrogHOCTH
XpomaTtorpapuyeckoim CUCTEMbI AN PaCTBOPOB UCTMbITYEMOrO UM CTaHAAPTHOrO
06pa3LoB NPU NPOU3BOSILHOM YUCAE NAPANNENbHbIX MHmeKu,Mﬁ (0bbluHO 3-6).

A .=t(P.n—1)xRSD. Z

sample sample sample
A =t(P.n,—1)xRSD_/.|n_
maxA_ ., =maxA_.

max A, =226xRSD,,,/.[3 =131xRSD,,,.

1.31xRSD.__ x /n.
RSD. <max RSD.. = -~ cot “ N st
. 5 £(95%, 1 —1)

1.31xRSD___x _.in__
RSD,,,... <maxRSD_, . = TR
1(95%.n_, .. —1)

12



TpeboBaHUA K npuUrogHocTn xpomatorpadpunueckom
cucTembl

3aBUCMMOCTb MaKCUMAIbHO A0NYCTUMbIX OTHOCUTENbHbIX CTAHAAPTHbIX OTK/IOHEHUM
BENVYUH yaepKnBaHusa (masRSD), MakcMmanbHO A0NYyCTUMOW HeonpeaeneHHOCTH
BEIMYMH yaepKMBaHUA (maxA,,) U MaKCMManbHO A0NYCTUMOrO Pa3nnymA BEIMUYUH
yoepxmsanua (maxdif,.,) ot ceptudbmnumpoBaHHoro sHavyeHna RSD,,,. 1 4uncna
NapannenbHbIX UHKEKLUNN N

cer

RSD¢ert | maxAg | maxdifre; | maxRSD(%) m1st uncina napaiiebHbIX HHKEKIHHA N
v B % 2 3 4 5 6

0.2 0.26 |0.37 0.03 0.11 0.16 0.21 0.25
0.4 052 |0.74 0.06 0.21 0.33 0.42 0.50
0.6 079 111 0.09 0.32 0.49 0.63 0.75
0.8 1.05 |1.48 0.12 0.42 0.66 0.84 1.00
1.0 131 |1.85 0.15 0.53 0.82 1.06 1.25
1.2 157 |2.22 0.17 0.63 0.99 1.27 1.50
1.4 1.83 |2.59 0.20 0.74 1.15 1.48 1.75




NpumeHeHune Kputepues 8 HA

[ns BBeaeHus B pasaen «[1pnroaHocTb xpomaTtorpapuyeckon
cuctembl» HA Ha JIC makcumanbHO A0MNYCTUMOIO pa3nnyma
BE/IMYNH BpemeHu yaepKusaHua (maxdif,.,) Tpebyetca

O HOBpPEMEHHOE BBeAeHMe B cneundukaumio TpeboBaHmm K
maxRSD anAa PUKCUPOBAHHOTO YMCIA NAPANNENbHbBIX MHXEKLUUN

(n).

OaHaKo BBeAeHUE B cneunPuKaumio yKasdaHHbIX TpeboBaHUM
BO3MOKHO TO/IbKO nNocae onpegeneHns ceptudbnumMpoBaHHOTO

3HAYeHMA OTHOCUTENbHOIO CTAHAAPTHOrO OTKNOHeHuA (RSD,., ;).

PekomeHayetca 6patb RSD
XpomaTorpada.

cert 13 OAHHbIX MO KBanUbUKaLmm



Cxema s3KcnepumeHTa

MonyyatoT No Ny, 2 3 NApanieNbHbIX UHKEKLMI UCMbITYEMOTO
pacTBopa u n, > 3 pactBopa cTaHgapTHoro obpasua.
PaccuntbliBatoT 4NA STUX PACTBOPOB Ny, e U Ny BENNYMH BPEMEH
YAEPHRUBAHUA (X, 00 : U X), UX OTHOCUTENbHbIE CTAHAAPTHbIE
OTKNOHEeHUA (RSD;,,, . M RSD,,) N cpeaHme BeMUNHDI.
OTHOCUTEeNbHOE pasnmyne cpegHux (B NPOLLEeHTaxX K cpeaHemy
ANA CTaHAapTHOro obpasua) He AOMXKHO NpeBbIWwaTb Hanepea,
3afaHHON BennyYuHbl max dif,,, (TabnanyHble gaHHbIe).

Is.:;rmfe o Is.t

dif. (%) =100x < max dif,,

xs.t



[PY

BBeaeHue pa3paboTaHHbIX NapameTpos B pa3gen 2.2.46 DY
ABNAETCA OAHOM U3 CaMbIX HACYLLHbIX 33434 B banKanLen
nepcneKkTmsee, NOCKO/IbKY UCMO/Ib30BaHUE NAEHTUPUKaL MM
BeLWlecTB MeTo40M CPaBHEHUA BPEMEH UX YAEePXKMUBAHUNA BCe
bonee WMPOKO ncnonb3yetca B cneundukaumax Ha J1C.

Moaundukauma pasgena 2.2.46 NPy Heobxoamma TaK*Ke no
NPUYNHE OTCYTCTBMA ONUCAHNA METOA0B NAEHTUDUKALNM
BELLLECTB XpOMaTorpapmnyeckMmm metogamm n TpeboBaHnM K nx
MCNOJ/Ib30BAHMUIO.



Cnacubo 3a
BHUMaAHUe



