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Peslome

BBegeHme. [1ns HOBbIX CHTE3MpPyeMbIX papMaKONIOrMuyeckn akTUBHbIX COeMHEHNI YXKe Ha CTafuu CTaHAapTu3aumm Heobxoavma paspaboTka
MeTOAMK OonpeAeneHns NoKasaTenei nx KauecTBa, HOPMIPYeMbIX papMaKorneiiHoln cTaTbeit Ha GapmaueBTMUeckne cybcTaHuum. OfHUM U3 TaKnX
rnokKasaTenieil ABNAETCA OCTaTOUYHble OpraHMYeckre PacTBOPUTENN, ANA aHANM3MPOBAHMA KOTOPbIX MPUrofHbl XpomaTtorpaduryeckne metonbl,
Hanpumep, razoXXMaKoCTHasA XxpomaTtorpadus.

Llenb. Pa3paboTaTb ycnoBua onpepeneHns OCTaTOUHbIX OPraHMYecKUX PacTBOpUTENe — YKCYCHOW KWCNIOTbl B HOBOM $apMaKonormyecku
aKTUBHOM coeauHeHun (cybctaHumm cepebpaHon conu 4-[4-(aueTnnamuHocynbdornn)pennn]-6-(4-6pombennn)-5-(2-Hutpodenun)-3,5-
aurugponunppono(3,4-clnmpa3son-3-oHa), NPOBeCTU BaNvAaLuio pa3paboTaHHON METOANKU.

MaTtepuanbl u meToAbl. B kKauecTBe 06beKTa MccnefoBaHNA UCNONb30BaNy CybCcTaHLMIO cepebpsiHoin conn 4-[4-(aueTrnammHocynbdoHM)
beHnn]-6-(4-6pomdenunn)-5-(2-Hutpodennn)-3,5-aurngponupponol3,4-cJnmpason-3-oHa, CUHTE3NPOBaHHYO B [lepMCKOW rocyfapcTBeHHOMN
dapmaueBTnUecKon akagemun. iccnegoBaHme Benv rasoxpomartorpadpmyecknm MeTooM (ra3o-KMAKOCTHOWM XxpoMaTtorpad «XpomaTak-Kpuctann
5000», 3A0 CKB «Xpomatak», Poccus).

PesynbTaTbl 1 ob6cyxaeHmne. B HacToAwWwen paboTe oTpakeHbl pe3ynbTaThl MO BblI6OPY razoxpomatorpaduueckux ycnoBuii onpepeneHns
OCTaTOYHOIO OpraHMYecKoro pactBopuTensa (YKCYCHOW KWCnoTbl) B Cy6CTaHUUW, JaHHble YCNIOBUA OLEeHeHbl MO MoKasaTenAam Banupauuu,
npeabABAEMbIM K aHAIMTUYECKM MeTOAMKaM.

3aknoueHune. PaspaboTaHa MeToAuKa oOMNpefeneHns OCTaTOYHOIO OPraHMYecKoro pacTBopuTensa B Cyb6CTaHUUM cepebpsHON conu
4-[4-(aueTnamuHocynbdoHnn)deHnnl-6-(4-6pompeHunn)-5-(2-Hutpodenunn)-3,5-gurngponuppono(3,4-clnupason-3-oHa, npoBefeHO
BanNgMpOBaH/e METOANKN.

KnioueBble cnoBa: cy6CcTaHUmMsA, CTaHAAPTM3ALMA, OCTAaTOUHbIE OPraHNYECKNe PaCTBOPUTENN, Fa30-KNAKOCTHasA XpomaTorpadus, Banvaauns
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Abstract

Introduction. For new synthesized pharmacologically active compounds, already at the stage of standardization, it is necessary to develop
methods for determining their quality indicators, normalized by a pharmacopoeial article for pharmaceutical substances. One of these indicators is
the residual organic solvents, for the analysis of which chromatographic methods are suitable, for example, gas-liquid chromatography.

Aim. To develop conditions for the determination of residual organic solvents - acetic acid in a new pharmacologically active compound (substance
of silver salt 4-[4-(acetylaminosulfonyl)phenyl]-6-(4-bromophenyl)-5-(2-nitrophenyl)-3,5-dihydropyrrolo[3,4-c]pyrazol-3-one), to validate the
developed method.

Materials and methods. The substance of the silver salt 4-[4-(acetylaminosulfonyl)phenyl]-6-(4-bromophenyl)-5-(2-nitrophenyl)-3,5-
dihydropyrrolo[3,4-c]pyrazole-3-one, synthesized at the Perm State Pharmaceutical Academy. The study was carried out by the gas
chromatographic method (gas-liquid chromatograph Chromatec-Crystal 5000, JSC SDO «Chromatec», Russia).

Results and discussion. This paper reflects the results of the choice of gas chromatographic conditions for determining the residual organic
solvent (acetic acid) in the substance, these conditions are evaluated according to the validation indicators required for analytical methods.
Conclusion. A procedure has been developed for determining the residual organic solvent in the substance of the silver salt
4-[4-(acetylaminosulfonyl)phenyl]-6-(4-bromophenyl)-5-(2-nitrophenyl)-3,5-dihydropyrrolo[3,4-c]pyrazole-3-one, the methodology was

validated.
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BBEJEHUE

M3BecTHO, UTO peaKkummn cone- M KoMMiekcoobpa-
30BaHMA MPUBOJAT K MONYYEHUIO MeTanocoaepa-
WMUX OpraHMYecKknx coeamvHeHui C BbICOKMM Ouonoru-
YyeckMM OeNCTBMEM U SABAAIOTCA OOQHUMU U3 dPPEKTUB-
HbIX MyTel MOBBIWEHNA U U3MEHEHUS HaMPABIEHHOCTU
dapmakonornyecknx s¢pdektoB. B pesynbrate MHOro-
NeTHUX UccnefoBaHWin B 06nacT CUHTE3a HOBbLIX BbICO-
KO3 PEKTMBHBIX, 6€30MacHbIX OMONOrMYeckn aKTUBHbIX
COeAUHEHNN Ha OCHOBE XUMUYECKUX MpeBpaLleHni
cynbdaHnaMmMgoB C MeTUIOBbIMU 3dupamn auuanu-
poBuHOrpagHbix Kucnot [1-12] coTpyaHukamn Kaden-
pbl obuen 1 opraHudeckon xumwuu lNepmckon rocy-
JapCTBEHHON dapMaLeBTUYECKON aKagemuun Obinv no-
NnyyeHbl HaTpueBble U cepebpaAHble conu 4-apun-2-rna-
pokcu-4-okco-N-[4-(N-R-cynbdpamounn)beHunn]6yT-2-eHa-
mupgos,  5-apun(t-6ytun)-N-{4-[(1,3-Tnazon-2-un)cynoda-
mowunjbeHun}-1-peHnnnmpason-3-kapboKcaMmuaos, MeTU
(22)-4-apwun-4-okco-2-{[4-(N-R-cynbdamoun)peHnnlamum-
HO}6YT-2-eHoaToB, NUppono [3,4-clnupa3on-3-oHoB [4, 6,
8, 10-12].

Ocobbli MHTepec npeacTaBnAeT cepebpsaHas conb
4-[4-(ayeTnamuHocynbpoHmn)peHnnl-6-(4-6pomoe-
HWN)-5-(2-HuTpodeHnn)-3,5-gurngponuppono(3,4-clnu-
pa3on-3-oHa, obnapjakowan BblCOKOW aHTMOaKTepuanb-
HOW 1 NMPOTMBOrPMOKOBOI aKTUBHOCTbIO [11, 12], KoTOpasn
CuMHTe3npoBaHa no metoguke [11]. CTpykTypa coeuHe-
HUA noAaTBepXKAeHa AaHHbIMKU cnekTpockonun AMP 'H,
K- n macc-cnektpomeTtpun [11].

Obn3aTenbHbiM TpeboBaHueM Aana dQapmaleBTUYe-
CKMX CybCTaHUWiA ABNAETCA onpefeneHne OCTaTOYHbIX
KONMYecTB OpraHUYeckux pacTBopuTenen, T. e. neTy-
UMX BeLLecTB, KOTOpble UCMOMNb3yTcA UM obpasykoTca
Ha noboll cTaguyM Npomr3BoACTBa (apMaLEBTUYECKUX
cy6CTaHUMIA, BCMOMOraTeNbHbIX BELECTB WUNN NeKapcT-
BEHHOro npenapaTta U MOMHOCTbIO He yAanAwTca nocne
3aBepLUEHUA TEXHONOTMYECKOro npovecca. [laHHble pacT-
BOpuTeNnu KnaccndpuumpoBaHbl Ha 1, 2, 3 Knaccbl TOKCKY-
HocTn" 2,

Onsa cybctaHumm cepebpsaHon conu 4-[4-(aueTun-
aMuHocynbooHUN)peHns]-6-(4-6pombeHnn)-5-(2-HUTpo-
deHnn)-3,5-gurngponupponol3,4-clnupason-3-oHa
M3 OCTAaTOYHbIX OpPraHUYecKUx pacTBOpUTeNiell Xapak-
TEPHO cofepaHune YKCYCHOWN KNCNOTbl 1 3TaHOMa, KOTO-
pbie cornacHo O®C.1.1.0008.15. «OcTaTOUYHble OpraHuye-
CKMe pacTBOPUTENU» OTHOCAT K pacTBopuTensam 3 Knac-
ca TOKCMYHOCTW. Yalle Bcero gnsa onpepesneHnsa octaTou-
HOrO COAEepPKaHUA OpraHUYeCcKnx pacTBopuTenen npu-

TOMC.1.1.0008.15. OcTaTOUHbIE OPraHMYecKme pacTBopuTe-
nu: B3ameH OOC 42-0057-07. locynapcteeHHaa Gapmakonea PO
14-e u3pa. T. 1. 2018. JocTynHo no: http://resource.rucml.ru/feml/
pharmacopia/14_1/HTML/203/index.html#zoom=z. Ccbinka ak-
TBHa Ha 20.10.2022.

200C.1.1.0006.15. MapmaLeBTyeckme cybctaHumm. focy-
papcteeHHaa Qapmakonesa PO 14-e n3p. T. 1. 2018. JocTynHo no:
http://resource.rucml.ru/feml/pharmacopia/14_1/HTML/176/
index.html#zoom=z. Ccbinka aktmBHa Ha 20.10.2022.



MEHAIOT XpoMmaTorpapuuyeckre MeTofbl UCCefoBaHuA,
TaKune Kak ra3oXKuaKoCTHasi XxpoMaTorpadus.

Llenb paboTbl 3aK/oyaeTca B pa3paboTke 1 Banu-
Jauuy YCNoBUIA OMNpefeneHns CoLepPaHUA YKCYCHON
KUCNOTbl B CyO6CTaHUUKN cepebpsHon conu 4-[4-(auetun-
amuHocynbboHun)peHun]-6-(4-6pomdbeHnn)-5-(2-HuTpo-
denun)-3,5-gurngponunppono(3,4-clnupason-3-oHa Me-
TOJOM Fa30KMAKOCTHOW XpomaTorpapuu.

B xofge paboTbl YCTAHOBJIEHO COAEpKaHMe YKCYC-
HOW KUCNOTbl B Cy6CTaHUMK, He MpeBbllaloWwmnx npe-
JeNbHO [OMYCTUMbIX KOHLEHTpaUuiA, pa3paboTaHbl raso-
Xpomatorpadurueckme ycnoBus onpepeneHns yKCycHom
KUCNOTbl B CyOCTaHLUMKU, NPOBEAEHO BanMAUpPOBaHWe
METOAVKMN.

MATEPUAJblI U METO bl
O6wveKkm uccneoosaHus

CybcTaHuma cepebpaHon conu  4-[4-(aueTrnamu-
HocynbdoHun)deHun]-6-(4-6pomdpeHunn)-5-(2-HuTpo-
beHun)-3,5-gurngponupponol(3,4-clnnpason-3-oHa (cy6-
CTaHLMA CepebpsHON CONU NUPPONONNPA30sa).

O6opyodosaHue

Fazo-xkmaKocTHol xpomaTorpad «XpomaTtak-Kpuc-
Tann 5000» (3A0 CKb «XpomaTak», Poccua).

MCHOHb3y€MbIe peakmuebl

Oumetnncynbdokeng (x4, AO «BEKTOH», Poccus),
anmetnndopmamng (xMd., AO «BEKTOH», Poccma), TCO
8462-2003 cTaHAapTHbIN 0b6pasel cocTaBa pacTBopa
YKCYCHOW KNCNOTbI (@TTecToBaHHOe 3HauveHue 1,00 mr/cm?,
SAA «3Kko-AHanuTtuKka», Poccmsa, 25.05.2022 r., cpok roa-
HOCTK 3 roga).

PE3YJIbTATbl U OBCYXAEHUE

WccnepgoBaHus no ycTaHOBNEHMIO ONTMMasbHbIX YC-
noBWiA  razoxpomaTorpadryeckoro onpefeneHna  yK-
CYCHOWN KWUCNOTbl CBOAMANCL K BblIOOPY TWMa KOMOHKM
(HenopBMxHaA xXngkaa Gasa) U pexnma NPoOrpamMmMmpo-
BaHMA TemnepaTypbl aHan13a, Bblbopa pacTBopuTens ans
cybcTaHumm.

B 3KkcnepumeHTe uWcCNonb3oBaHa KOMOHKa Monsap-
Haa HP-FFAP, yawe Bcero npumeHsaemas pna XpomaTto-
rpadupoBaHUs NeTyuyrx OpraHMYeckux BellecTB. B Ka-
yecTBe pacTBOpUTENA NPUMeHeHbl fumeTundopmamma
1 gumeTuncynbpokcng.

B xope aKCneprMeHTOB YCTaHOBNEHO, YTO MpPU XpPo-
MaTorpadupoBaHNM  pasfeneHnme  YKCYCHOW  KWCIO-
Tbl 1 pacTBOpUTENa AuMeTundopmammnia He npencTas-
NAETCA BO3MOXHbIM, MO3TOMY B AaSIbHEMWMX 3KCrnepu-
MeHTax Obln MCNoNb30BaH B KauyecTBe pacTBOpUTENA
OMMETUNCYNbPOKCMA, UTO MO3BONWMAO LOCTUIHYTb YAOB-
NeTBOPUTENbHOIO pa3fgesieHnsa KOMMOHEHTOB. Taknm
obpa3om, Hamu MpefoXeHbl cregyowye ycnosus
XpoMaTorpadrpoBaHnNA YKCYCHOWM KUCIOTbI: KOJNIOHKA Ka-
nunnapHaa HP-FFAP; Temnepatypa TepmocTaTta KOJNOH-
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K HavanbHaAa — 120 °C, ganee co CKOPOCTbK Harpesa
15 °C/muH pgo Temnepatypbl 220 °C; TemnepaTypa fe-
TekTopa — 230 °C; Temnepatypa ncnaputena — 180 °C;
o6bem BBOAMMOWM Mpo6bl — 1 MKA. B AaHHbIX ycnoBusx
Bpems aHanmsa B cpepgHem coctasuio 20,0 muHyT. Bpe-
MA BbIXOAA YKCYCHOW KUCNIOTbl B CpefHeM COCTaBMUIIO
9,9 MUH., gumeTnncynbdokcuga — 11,6 MuH.

Janee npoBogunn BanugmpoBaHne pa3paboTaHHbIX
YCNOBMI MO MOKa3aTenAam: CneundpuyHoCTb, JIMHENHOCTb,
NPaBUNbHOCTb, Mpeaen KONMYeCTBEHHOro onpeaeneHus,
NpPeLn3NOHHOCTb (B YC/IOBUAX MOBTOPAEMOCTHM).

OnAa oueHkn cneuymduYHOCTM CpaBHUBANN pPe3ysb-
TaTbl aHanM3a MOAENbHON CMeCU C KOHLEeHTpaunen yk-
cycHon Kmcnotbl 1% B gumetuncynbbokcuzie n Hermo-
cpeAcTBeHHO pacTBopuTena. lonyyeHHble pesynbTaTthl
NPOUNMIOCTPUPOBAHbI Ha pUCYHKe 1. AHanu3 nosyueH-
HbIX XPOMAaTOrpamm Mnokasan, YTo YKCYCHasd KucsioTa u
OMMETUNCYNbPOKCMA UMEIOT OT/IMYHbIE BPeMeHa yaep-
XMBaHUSA, a MOCTOPOHHUE NMPUMECU CybCTaHUUN He Me-
AT AOCTOBEPHOMY OnpeaesieHnI0 YKCYCHOW KACOTbI.

JInHeHOCTb pa3paboTaHHbIX YCIOBUIM MPOBEPSAU
AnA 7 ypoBHeN KOHLUEeHTpauun onpefenseMoro BellecT-
Ba B AmanasoHe 0,04-0,6 % YyKCYCHOW KUCNOTbl B MpO-
6e (13-130 %). Y nonyyeHHbIX XPOMaTorpamMmm OLEeHMBa-
nn nnowaab Xxpomatorpaduyeckoro nuvka. NonyuyeHHan
3aBMCMMOCTb B aHanM3MpyemMom AmanasoHe NIMHerHa n
OMMCbIBAETCA ypPaBHEHUEM:

$=3,110x%x 10 x C,

roe S — nnowagb xpomatorpaduueckoro nmka; C — KOH-
LieHTpaumMA YKCYCHON KUCIOTbl, KO3PPULMEHT Koppens-
umn >0,99 (R? = 0,999) (pUCYHOK 2).

OnpepeneHvie MpPaBWIbHOCTM METOAUKU OLeHVBa-
NN Ha MopAeNbHbIX pPacTBopax C M3BECTHbIM cofepra-
HMeM YKCYCHOWN KMCNoTbl: Ha ypoBHax 80, 100 n 120 % B
Tpex NOBTOPHOCTAX. [onyyeHHble pe3ynbTaTbl NpecTas-
neHbl B Tabnuue 1.

3HaueHunA (copgepaHne YKCYCHOW KWUCNIOTbl B NpPoO-
6e), NpvHUMaemble 3a WCTUHHbIE, NieXxaT BHYTPU [oBe-
pUTENbHBIX NHTEPBANOB COOTBETCTBYIOLNX CPEfHUX pe-
3yNbTaToOB aHaNIM30B, MOJyUYEHHbIX JKCNepuMeHTaIbHO
no AaHHOW METOAMKeE, YTO CBUAETENbCTBYIOT O NPaBWb-
HOCTU METOAVKMN.

Mpepen KonnyecTBEHHOrO onpefeneHusa — 3TO Hau-
MeHblliee KONMYeCcTBO BellecTBa B 06pasLe, KoTopoe Mo-
XKeT OblTb KONMNYECTBEHHO OLEHEHO C UCMOJIb30BaHMEM
BanMAMpyeMon metoauku. [laHHaa xapakTepucTuka As-
naeTcA HeoOXOAMMOW ANA METOAMK OLEHKM MalblX KO-
NNYeCTB BelecTB B obpasue, B TOM uucie ANA OueH-
Kn copgepxaHua npumecen. Mpegen KonnyecTBeHHOro
onpepeneHus (MKO) BbluMCNANKM NO BENMUYUHE CTaHAAPT-
HOro OTKJIOHEHWA CMrHana u yrnoBomy KoddouumeHTy
rpagympoBouHoro rpaduka, raoe

MKO =10 x 5/b,

rae S — cTaHAapTHOe OTKJIOHeHMe aHaIUTUYeCKOro Cumr-
Hana; b — yrnoBol Ko3$pOULMEHT rpalyMpOBOYHOrO rpa-
¢duka. B pesynbrate Bbluncnenun MKO ykcycHom Kucno-
Tbl B AaHHbIX ycrioBuAx paseH 0,004 %.
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OnpepeneHne NpeLn3noHHOCTM (B YCTOBUAX MOBTO-
pAeMoCT (CXOQUMOCTb) MPOBOAWAM MO pe3ynbraTaM
WwecTn onpepeneHnin ans obpasuoB C coaepkaHUeM
onpegensemMoro BelecTBa, 6/M3KMM K HOMWHaNbHOMY
(100 %). TMoBTOPAEMOCTb OUEHMBaNM MO pe3ynbraTam
aHanmM3a OfHOro aHaNUTMKA, MNOJyYEHHbIX B OAHOM nabo-
patopun. BHyTpunabopaTopHas nNpeLM3noHHOCTb WUC-
crnegoBanacb NO pesynbTaTaM ABYX aHaNUTUKOB, MOAy-
YeHHbIX B 0fHON nabopatopun B pasHble AHW. Pe3ynbra-
Tbl NpeAcCTaBneHbl B Tabnmuax 2 u 3.

Pasznuuna mexgay pesynbtatamu onpepesnieHun, npo-
BeAEHHbIX ABYMA aHANNTMKaMK, CTAaTUCTUYECKN He3Haun-
Mbl, TaK KaK BeMYMHA PacYeTHOro 3HaYeHUsa Kputepus
Ouwepa (1,03) MeHblle TabNMYHOIO 3HaYeHUA, KOTopoe
cocTaBnsaet 5,05 gna P=0,95 (noBepuTenbHaa BepoAT-
HocTb), f1 1 f2 (uncno cteneHen ceoboppl) = 5.

3AKJTIOMEHUE

Takum obpasom, paspaboTaHa meToauKa onpepe-
NeHnAa copepaHna YKCYCHOW KWUCNOTbl MeTOAOM ra-
30XKMKOCTHOW XpomMaTtorpaduum B cybcTaHuum cepeb-
paHon conu 4-[4-(aueTunamuHocynbdoHun)deHunl-6-
(4-6pomdeHnn)-5-(2-HuTpodeHnn)-3,5-gurngponup-
ponol3,4-clnupa3on-3-oHa. [poBegeHO BanuanpoBa-
HUe MeTOoAUKN: MeTOoAMKa JMHelHa B aHanuMTuye-
ckol obnactu, crneumduryHa, oueHeHa MO MOKa3aTe-
NAM NPaBUAbHOCTb U MPeUU3noOHHOCTb (MOBTOPAEMO-
CTb (CX0AMMOCTb), BHyTpunabopaTopHasa npeuunsu-
OHHOCTb).

CopepxaHne OCTaTOYHOrO OpraHMYeckoro pPacTeo-
putens (YKCYCHOW KUCNOTbI) B Cyb6CTaHUMM cepebpsHoi
conn  4-[4-(aueTnnammHocynbdpoHmn)deHnn]-6-(4-6pom-
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PucyHok 1. XpomaTorpamma cy6cTaHummn cepebpaHoii conv nuppononupasona (pacteoputenb gumetuncynbdokeng)

Figure 1. Chromatogram of the substance of the silver salt of pyrrolopyrazole (dimethylsulfoxide solvent)
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PucyHok 2. F[paaynpoBoYHas xapakTepucTika 3aBUCMMOCTH NNowaamn XxpomaTorpagnyeckoro nuka ot cofepKaHna yKCyCHOI KMCNOTbI

B pacTBope (pacTBopuTenn gumeTtuncynbdokcug)

Figure 2. Calibration characteristic of the dependence of the area of the chromatographic peak on the content of acetic acid in solution

(dimethylsulfoxide solvent)
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Ta6nuua 1. PesynbraTbl onpeAeneHuna NpaBuIbHOCT METOANKN ra3oxpomaTorpadpuyeckoro nccieoBaHNA YKCYCHON KUCNOTbI

Table 1. Results of determining the correctness of the gas chromatographic study of acetic acid

VboBeHb KOHLEHTDALIN «AcTHHOE» copepxKaHne HampgeHHoe conepxaHmne
SKCVCHOVI KIIIL::HOprI "L/o YKCYCHOI KUCNOTbI Mnowaab NuKa yKcycHom YKCYCHOI KNCNOTbI OTKpbIBaEMOCTD, %
The concentratio;l B npobe, % Kucnorel 8 npobe, % Opening, % '
of acetic acid. % «True» content of acetic Peak area for acetic acid Found content of acetic !
e acid in the sample, % acid in the sample, %

321,11 0,100 100,00

80 0,100 318,02 0,099 99,00

324,71 0,101 101,00

972,48 0,302 100,67

100 0,300 975,43 0,303 101,00

972,75 0,303 101,00

1637,45 0,509 101,80

120 0,500 1570,85 0,489 97,80

1593,35 0,496 99,20

Cmamucmuyeckas 06pabomka pe3ysemamos
Statistical processing of results
X *, % - DX *** t-kputepuii CTblofieHTa, pac-
OTKpbIBaEMOCTH *X¥E O,
Xgoots % ) (P=095n=9) B yeTHoe
100,16 1,27 1,10 1,09 0,65
t-kputepuii CtblogeHTa (P =95 % u f = 8), TabnuuHoe - 2,31

MpumeyaHne. * CpegHUIN NPOLEHT OTKPbIBAEMOCTU.
** CTaHfapTHOE OTK/IIOHEeHWe CpeAHero pesybTaTa.
*** [loBepUTENbHbIN MHTepBan.

**¥% OTHOCUTeNbHaA oWwmnbKa cpefHero pesynbTaTa.

Note. * Average open rate.
** Standard deviation of mean result.
*** Confidence limit.
**** Relative error of mean result.

beHnn)-5-(2-HutpodeHnn)-3,5-gurngponmpponol3,4-c]
nupason-3-oHa, onpeaesieHHoe No pas3paboTaHHOW Me-
Toauke, coctasuno ot 0,13 go 0,34 %.

Ta6nuua 2. CraTuctnyeckas o6paboTka pesynbraTtoB
rasoxpomarorpaduuyeckoro onpefenieHNA yKCYCHON KUCNOTbl
npu oueHKe NOBTOPAEMOCTH (CXOZMMOCTH)

Table 2. Statistical processing of the results
of gas chromatographic determination of acetic acid
in the evaluation of repeatability (convergence)

5. R
g kG 3E >
° o N
£g¢ $02 % w
2§l $8°¢ = 2
-] a5 f§< o) <
g- cuvm® [T [a) i
o&¢® g2 @ 5
B 2= oyl w0
=83 &% 2
- 22
980,02 0,305
973,20 0,303
972,84 0,302
0,301 0,003 1,110
958,70 0,298
971,89 0,302
953,09 0,296

Ta6nuua 3. OueHKa BHyTpuiabopaTOpHOII NPeL3NOHHOCTY
MeTOAVKN rasoxpomaTorpapunyeckoro onpeaeneHns
YKCYCHOIN KNCNOTbI

Table 3. Evaluation of the intralaboratory precision
of the method for the gas chromatographic determination
of acetic acid

HaiipeHHoe copepxaHmne
YKCYCHOW KNCNOTbl, %
Found content of acetic acid, %
Ne PesynbTaTtbl PesynbTatbl
1-ro aHanuTuKa 2-ro aHannTMKa
Theresults The results
of the first analyst | of the second analyst
1 0,305 0,295
2 0,303 0,298
3 0,302 0,302
4 0,298 0,302
5 0,302 0,300
6 0,296 0,304
x* 0,3010 0,3002
SD**(S,) 0,0033 0,0033
RSD***,% (S_,) 1M 1,08

MpumeyuaHwme. * Pe3ynbraT cpegHUin.
** CraHpapTHOE OTK/IOHEeHWe CpefiHero pesynbraTa.
*** OTHOCUTeNIbHOE CTaHAaPTHOE OTKJIOHEHMe CpeAHero pesysbTaTa.

Note. * Average result.
** Standard deviation of mean result.
*** Relative standard deviation of the mean.

MpumeyaHwme. * Pe3ynbraT cpegHUin.
** CTaHfapTHOE OTK/IOHEeHVe CpeHero pesysbraTa.
*** OTHOCUTENbHOE CTaH[APTHOE OTKIOHEHNEe CPeAHEro pesysnbraTa.

Note. * Average result.
** Standard deviation of mean result.
*** Relative standard deviation of the mean.
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