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AHanumu4eckue MemooOuKu U Memoobl KOHMPONSA

PA3PABOTKA UBANTMAALNA METOAUKIA
KOJINHECTBEHHOIO ONMPEAENIEHUA
OCTATOYHbIX OPFTAHNYECKUX PACTBOPUTEJIEN
B UHHOBALIMOHHOW AKTUBHOM
OAPMALEEBTUYECKOWN CYBCTAHLUN

METOAOM AKX NnAa

E.B. Bytunal, C.A. 3aiues’*, A.B. BaceBuny?

Pesiome. Llenbio nccnefoBaHua ABnsAnach paspaboTka v BanvaaLmsa HOBOM METOAUKM KOJTIMYECTBEHHOTO onpefene-
HMA OCTAaTOYHbIX OPraHnYecKknx pactBoputenen B cybctaHuum A c npumeHeHnem MKX. MiccnegoBaHna npoBefeHbl Ha
razoBOM Xpomatorpade ¢ niameHHO-NOHM3aLMOHHbBIM ETEKTOPOM 1 0T6OPOM Mpob 13 NapoBoii dpasbl. iccnefoBaHo
BNIMAHNE NONIAPHOCTY CTaLMOHapHON $pa3bl Ha XpomaTorpadpuyeckoe pasfeneHmne NMKOB OPraHNYyecKknx pacTBopu-
Tenen: xnopodopma, 3TaHosNa, METUIIEHXTIOPUAA, UMKIIOreKcaHa, 3STunauetata, metaHona, N,N-gumetunpopmammaa,
2-nponaHona. Xpomatorpaduyeckoe pasfienieHne sTaHona, MeTaHona, 2-nponaHona, aTunaleTtata, MeTUIeHXI0pr-
fla N LMKnorekcaHa oCyLleCcTBAEHO Ha KBapLLeBOW KanunnAapHon KonoHke DB-624, 30 m X 0,320 mm, 1,8 MKM; Xno-
podopma n N,N-gumetundopmammupa — Ha KonoHke DB-WAX, 30 m x 0,250 mm, 0,25 mkm. OnpeaeneHbl nokasaTtenu
NPUrofHOCTN XpoMaTorpadruyeckomn CMCTeMbl M KPUTEPUMN BaNTMJHOCTN MeToAMKN. MeTofmnKa obnagaeT BbICOKOW
cneyrnPUYHOCTbIO, TOUHOCTBIO, IMHENHOCTbIO, HAAEXHOCTbIO M YYBCTBUTENIbBHOCTbIO.

KnioueBble cnoBa: ocTaTOUHble opraHn4yeckue pacTtsopuTenu, Banngauvs, pa3pa60TKa MeTOANKW, aKTUBHaA ¢apma—
ueBTnyeckan Cy6CTaHL|,I/Iﬂ.

DEVELOPMENT AND VALIDATION OF METHOD OF QUANTITATIVE DETERMINATION OF RESIDUAL
ORGANIC SOLVENTS IN INNOVATIVE ACTIVE PHARMACEUTICAL INGREDIENT WITH GC-FID

E.V.Butinal, S.A. Zaitsev'*, A.V. Basevich2

Abstract. The aim of the study was to develop and validate a new method of quantitative determination of residual
organic solvents in a substance A using GLC. Studies were carried out with gas chromatography with a flame ionization
detector and sampling from the vapor phase. The effect of the polarity of the stationary phase for the chromatographic
separation of the organic solvents peaks: Chloroform, Ethanol, Methylene Chloride, Cyclohexane, Ethyl Acetate,
Methanol, N, N- dimethylformamide, 2-propanol was investigated. Chromatographic separation of Ethanol, Methanol,
2-propanol, Ethyl Acetate, Methylene Chloride and Cyclohexane was performed with quartz capillary column DB-
624, 30 m x 0.20 mm, 1.8 micron; Chloroform and N, N-dimethylformamide — DB-WAX, 30 m x 0.50 mm, 0.25 mm.
System suitability criteria and the validity of method were determined. Method has high specificity, precision, linearity,
sensitivity and reliability.

Keywords: residual organic solvents, validation, development of method, active pharmaceutical ingredient.

LieBTMYeCKyto CyO6CTaHLMIO 1 MpefnonaraeTca
K 3aKyrKe y HECKOJIbKMX Mpou3BoanTenei Ana
NPOV3BOACTBa SlekapCTBEHHOrO Npenapata B
3A0 «buokagy».

BBEAEHUE

Ona MuHMMU3auumM puckos dapmalies-
TUYeCKre KoMNaHum BKIIYaloT AByX 1 bonee
npousBoAnuTeNiei akTBHON dapmaueBTnyec-
Ko cybctaHuun (ADOC) ogHOro HavMeHoBa-

HWA B PErNCTPALIMOHHbBIE JOKYMEHTbI Ha roTo-  KOHOM N¢ 61-03 npu npousBoAcTBe nekap-
BbI neKapCTBeHHbII7| npenapar. CTBEHHOI'O npenapaTta AOKHa ObITb NCMOMb-

3oBaHa ADC, BHeCceHHasA B rOCyAapCTBEHHbIN
peecTtp nekapcTBeHHbIx cpepcts (MPJIC) [1].
B pamkax mopauv 3asBKM Ha BHeceHue npo-
nssoautena AQC B I'PJIC gonmxHo 6biTb npe-
[OCTaBNIeHO MOATBEPXKAEHME, UTO METOAMKA
KOHTponA kayectsa AOC npoluna 3tan Banu-
Jaumm 1 obnagaet HeoOXOAUMOWN CeNeKTUB-
HOCTbI0, MPABUIIbHOCTbIO, HAAEXKHOCTbIO, CXO-

AKTMBHas dapmaLeBTMUecKas Cyb6CTaH-  OAMMOCTbIO, BOCMPOM3BOAMMOCTbIO U BbICOKOM
una A npefcTtaBnsieT co60N XUMUKO-papMa-  YyBCTBUTENIbHOCTbIO.

B cootBeTcTBUM C depepanbHbIM 3a-

B cooTBeTcTBMM C MOAUTUMKOW KOMMa-
Hun 3A0 «brnokag» uHpopmauma no MHH n
Ha3BaHuio npoussoguTenen AQC aABndAeT-
CA KoHOUAeHUManbHOM, NoO3TOMy B HacToOs-
Wwen paboTe NPUHATbI CleayloLmne YCJIOBHble
0603HaueHna obbEKTOB uccnefoBaHuA: A —
MHH cy6cTaHuumn.
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KoHTponb KauecTBa XMMmnko-papmaueBTUUeCKUX NpenapaTos

B 3A0 «brokag» Ha 3Tane Bbl6Opa, COrNAacoBaHUA U
KBanudmKaumy npomssoauTens cyoctaHumm A y nocras-
wuka AOC 6binn 3anpoLleHbl METOAUKU ANA XapaKTepu-
3aUum nonyyeHHoro obpasua cybcTaHumm A.

Mpu anpobaunn METOANKIN KONIMUECTBEHHOIO Onpe-
JENEHUs OCTAaTOUHbIX OpPraHWYeckUx pPacTBOpUTENEN,
npeanoXeHHON npovsBoauTenem, 6bi10 YCTaHOBNEHO,
UTO NapaMeTpPbl aHaNM3a He NO3BOJIAT LOOUTLCA XPOMa-
Torpadunueckoro pasfeneHus mMetuseHxsaopuaa, 2-npo-
naHona v aTaHona, Hopmupyembix B AOC.

Takum 06pa3om, rMaBHON Lenblo HacToALeln paboThbl
Oblna pa3paboTka HOBOW CENEKTUBHON METOAUKN KOMn-
YeCTBEHHOrO OnpefesieHnsi OCTAaTOUYHbIX OPraHUYeCcKux
pacTBopuTEnen B Cy6cTaHUMM A C NpUMEHEHNEM MeTOAA
MKX-NUA.

MATEPWUAIJIbl U METO/LbI

WccnepoBaHua 6binn npoBefeHbl Ha obpasue cy6-
CTaHUMKM A, NpefoCTaB/IeHHOM NOCTABLLMKOM AJ1A OLEHKN
KauyecTBa M MPUHSATUS PELEHUs O BKITIOYEHUN NMPOK3BO-
nutena s IPJIC.

Mcxopga m3 cxembl cnHtesa ADOC, npousBogutenem
6blnY 3asABMEHbI CrieflyioLirie OCTaTOYHble OpraHnyeckmne
pacTBOpuTENnM ANiA KOHTpons B cybcTaHumm A: xyopo-
dopMm, 3TaHON, METUNEHXIOPU, LMKIIOreKcaH, sTunade-
TaT, MmeTaHon, N,N-gumetundopmammg, 2-nponaHor.

B KauecTBe cTaHZapTHbIX 06pa3yos (CO) Gbn Uc-
Nnosib30BaHbl PeakTMBbl C KayecTBoM ana KX (unctoton
He meHee 99,9%) ¢pupmbl Panreac, icnaHus.

Pa3paboTka 1 Banugauma MeToanK KoOInMyeCTBEHHO-
ro ornpepeneHna oCTaTOUYHbIX OPraHNyYecKUx pacTBopuTe-
nei B cybcTaHumm A NpoBoAUIacb Ha ra30BOM XPOMaTo-
rpade c nnameHHO-UOHK3aLUOHHOM AeTekTopoMm (Agilent
6890N, Agilent Technologies, CLLA) n aBTog03aTopom na-
poBon ¢asbl (Agilent G1888, Agilent Technologies, Uta-
nus). O6paboTKy curHana ” MosyyYeHHbIX pPe3yrbTaToB
ocylecTBAANM Npy nomowm nporpammbl Chem Station
Rev. B.04.03(16), Agilent Technologies, CLLA.

FasoBbiit xpomaTtorpad Agilent 6890N

ABTopao3aTop napoBoii ¢pasbi Agilent G1888

XpomaTtorpaduyecknin aHanms npoBefeH Ha cieayto-
LMX KOJIOHKAX:

1. KeapueBaa kanunnApHaa KonoHka DB-624, 30 m X
0,320 mm, 1,8 mMkm, Agilent Technologies, CLUA (ko-
NoHKa 1);

2.  KeapueBasa kanunnapHaa konoHka DB-WAX, 30 m X
0,250 mm, 0,25 mkMm, Agilent Technologies, CLLIA (ko-
JIOHKa 2).

3. KeapueBasa kanunnApHaa konoHka DB-1, 30 m X
0,250 mm, 0,25 mKkMm, Agilent Technologies, CLLUA (ko-
JNIOHKa 3).

B kauectBe pacTBOpUTENs ANS MOATOTOBKU MPo6
6bin BbibpaH N,N-gumetunauetamng ana KX (Panreac,
VicnaHus).

Cratuctnuyeckas o6paboTKa pe3ynbTaToB NPOBOAYU-
nacb B cootBetcTBuMM ¢ OMC.1.1.0013.15 «Cratuctuyec-
Kafa o0b6paboTKa pe3ynbTaToB XMMUYECKOro 3Kcrepu-
MeHTa» [2].

PE3YJIbTATbl U OBCYXAEHUE

B pesynbrate anpobauun MeToauKy npou3BoamTe-
N1 Ha KOJIOHKe 2 OblfIN MosyyeHbl XPOMATOrpamMmbl CTaH-
[lapTHOTO pacTBoOpa — CMeCK pacTBopuTenen xnopodop-
ma (0,03 mr/mn), staHona (2,5 mr/mn), metTuneHxnopuga
(0,3 mr/mn), uyuknorekcaHa (1,94 mr/mn), 3TunaueTtaTa
(2,5mr/mn),metanona (1,5mr/mn),N,N-gumetundopmammpaa
(0,44 mr/mn), 2-nponaHona (2,5 mr/mn) B N,N-gumetun-
auetamuae.

Ha pucyHke 1 npepctaBneHa TWMUYHAs Xpoma-
TOorpaMmMa CTaHZAPTHOrO pPacTBOpa METOAUKM MNPOw3-
BogmMTENs.

B Tabnuue 1 npencTaBneHbl BpeMeHa yaepKmBaHus,
KpuTepumn pasgeneHna u NpUrogHoCcTn xpomatorpadu-
yeckom CUcTembl.

Ha ocHoBaHWMM aHanu3a MOMyuYeHHbIX AaHHbIX Obin
CAenaH BbiBOA, UTO METOAMUKA NPOU3BOAUTENS HE MO3BO-
nAeT gobutbcs XpomaTorpadryeckoro pasgesneHnsa me-
TUNEHXN0PUAA, 2-NPONAHONA W 3TAHONA, MOCKOJbKY MUKM
HOPMUPYEMbBIX PaCcTBOPUTENEN NEPEKPBIBAIOT APYT Apyra
1 He MNoAJAITCA KONMYECTBEHHOMY ONpefeneHuio.
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Ta6bnuuya 1.
3HauyeHuA BpeMeH yaepKnBaHUA 1 KpUTepreB NPUrofgHOCTN
XpomaTtorpaduuyeckoii ccTembl, NONy4YeHHbIe N0 MeTOANKE NPOU3BOAUTENA
Coenunenne Bpemsa yn:::(msauwﬂ, maKTopna::xmeTpmu Paspemenrllnv:(eocsocenuux Yucno .T;:Z’e‘::l(qecxux

LinknorekcaH 1,829+0,037 0,90+0,02 - 51323+25
STunauetar 2,879+0,053 0,88+0,04 26,36+0,11 59493+35
MeTaHon 3,037+0,027 0,92+0,02 3,49+0,21 78235+22
MeTunenxnopug 3,480+0,025 0,65+0,05 10,11+0,17 99986+37
2-nponaHon 3,534+0,033 0,86+0,03 1,03+0,12 52065+36
JtaHon 3,640+0,024 0,82+0,05 1,81+0,15 71941+29
Xnopodopm 4,997+0,043 1,01+£0,03 28,15+0,20 226327+23
N,N-aumetTnndopmamng 7,687+0,055 1,16+0,04 80,22+0,18 1521441+127
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PucyHok 1. TunnyHaa XxpomaTtorpamma CTaHAapTHOro pacrsopa
MeTOANKN NpousBoAnTens

B nccnepgoBaHusx Gbinv UCMONIb30BAHbI KOMOHKN 1, 2,
3. VI3meHeHne CKopoCTyM ras3a-HoOCUTeNsA, TeMnepaTypHbIX
PeXMMOB nCrapuTena n TepMmocTaTtaHa Ha KOJIOHKe 2 He
NPYBeNO K yNyuyLleHNo paspeLlleHns NMKOB METUIIEHXJST0-
pvaa v 2-nponaHona.

Ha konoHke 3 Habnofanocb HeyoOBNETBOPUTENIbHOE
paspelleHne NMKoB xnopodopma 1 dTUnaleTaTa B pas-
HbIX YCNOBUAX XpOMaTorpapuyeckoro aHanmsa.

YRoBNeTBOPUTENBHOMO Pa3feNieHnsa NMKOB METUSEH-
Xnopuga, 2-nponaHona v 3TaHona yaanocb 4obutbca Ha
KonoHKe 1 6e3 yxyflleHns pasaeneHns nMKoB MeTaHona,
3TWnaueTaTta 1 LuKnorekcaHa.

Ha konoHke 1 He ypanocb onpepenntb Xnopo-
dopm 1 N,N-gumetnndopmamug. [na HoOpmupoBaHMA
3TVX coefMHeHU Obina ocTaBfieHa MeTOAMKa NPOUN3BO-
AVTeNA Ha KONOHKe 2 C ONTUMM3aumMen NMerLnxca yc-
NOBUI aHanu3a, YTo He ABNAETCA OOBEKTOM AaHHOro
nccnefoBaHuA.

Ons onTumMm3auuun yCnoBUA pasgeneHns MeTusieH-
xnopupaa, 2-npornaHosa, 3TaHosa, MeTaHOa, 3TWaleTaTa
W UMKNorekcaHa Obio 1U3yyeHo BAUAHME CKOPOCTU rasa-
HOCUTenNA, TEMMNEePaTYPHbIX PEXMMOB UCMAPUTENS 1 Tep-
MOCTaTa Ha pa3feneHune nccieayembix COequHEHNN.

B pe3ynbrate npoBefeHHbIX MCCefoBaHUA Obl-
NN BblbpaHbl Crefyiolive YCIoBUA MPOBeAEeHUs aHanu-

Ta6bnuua 2.
3HayeHNA BpeMeH yAepXnBaHuA n Kputeprues NpUroaHoOCT
XpomaTtorpaduueckoli cuctemMbl, NoOfy4YeHHble No pa3paboTaHHOI MeToAMKe
OTHOCUTENbHOE ®dakTop Yucno
Bpemsa ypepxusanns, PaspeweHue
CoepnHeHne cTaHpapTHoe acummeTpun TeopeTnyecknx
MUH CcoCefiHNX NNKOB
OTK/IOHeHue, % NNKOB Tapenok
MeTaHon 4,427+0,013 4,42 1,22+0,01 - 49042+39
STaHon 5,795+0,025 4,33 1,11+£0,04 17,46%0,51 92004+29
2-nponaHon 6,658+0,013 4,39 1,03+0,03 11,65+0,31 138818+56
MeTunenxnopug 7,106+0,010 3,29 0,98+0,02 6,75+0,21 218106 + 44
STunauetar 8,640+0,011 3,10 1,01£0,02 26,68+0,71 412646+51
LinknorekcaH 9,159+0,014 3,13 1,03+0,01 9,14+0,21 3795224135
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3a: KBapueBaa KanuanapHaAa konoHka DB-624, 30 m X
0,320 mm, 1,8 mKM, Temnepatypa mucnaputensa — 230 °C,
ras-HocuTenb — asoT, IMHeNHasA ckopocTb - 19 cm/c,
TemnepaTypa TepmMocTaTa HauyanbHasa - 40 °C, Bpems
BbIAEPXKKN MNPV HavanbHOW Temnepatype TepmocTa-
Ta — 5 MVH, CKOPOCTb M3MEHEeHUA TemnepaTypbl TEpPMOC-
Tata - 20 °C/MuH, TeMnepaTypa TepMocTaTa KOHeyHasa —
220 °C, BpeMa BbIAEp>KKM NPU KOHEYHOW TemnepaType
TepmocTata — 6 MUH, TemnepaTtypa getektopa — 240 °C,
ckopocTb Bogopopaa — 40 mi/MVH, CKOPOCTb Bofyxa —
400 mMn/MnH, CKOPOCTb rasa-noaaysa (a3oT) — 25 Mn/mMuH,
Ko3pPuLmneHT geneHus notoka — 1:10, Temnepatypa Tep-
MOCTaTa aBTof03aTopa NapoBoii dpasbl — 85 °C, Bpems Tep-
MOCTaTUPOBaHMA 06pa3LoB — 30 MUH, 06beM NeTnn ao3a-
Topa-—1Mn.

Ha pucyHke 2 npepcTaBneHa TUMMYHAsA XpoOMa-
TOrpamMmma ucciefyemoro pactBopa METWUIeHXJ1I0pu-
ga (0,06 mr/mn), 2-nponaHona (0,5 mr/mn), 3TaHona
(0,5 wmr/mn), metaHona (0,3 mr/mn), >3TuUnaueTa-
Ta (0,5 mr/mn) n ymknorekcaHa (0,388 mr/mn) B N,N-
AvMeTunauetammnge. KoHueHTpauumn B pactsope Obiiuv
BblOpaHbl C yUETOM OXNAAEMOTO COAEPKaHNA OCTaTOu-
HbIX OpraHMYecKkux pacTBopuTenen B cyoctaHumm A u
Tpe6oBaHmit OMC.1.1.0008.15 «OcTaTOUHbIE OpraHuyec-
Kne pactsopurtenm» [3].
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PI/ICyHOK 2. TunnyHana xpomaTorpamma nccnepyemoro pacrtsopa

B Tabnuue 2 npenctaBneHbl BpeMeHa yaoep KuBaHus,
OTHOCUTENbHble CTaHZApPTHble OTK/IOHEeHMA naolagen
NUKOB, KPUTEPUN Pa3feneHna N NPUrogHoOCT! XPoMaTo-
rpaduueckom cucTemol.

B YCTAHOBJIEHHbIX Npn uncciefoBaHM  ycnoBu-
AX Ha6mo,u,anoc1> NoJIHOe pa3spesieHne MeTuneHxnopu-
Aa, 2—nponaHor|a, 3TaHOJN1a, Me€TaHOJa, 3TWlaueTata Wu
UMKnorekcaHa.

Ha ocHoBaHWMW npepacTaBneHHbIX B Tabnuue 2 AaH-
HbIX BblOpaHbl cneayowme KpuTepun NpUrogHoCT Xpo-
MaTorpaduryeckon CUCTEMbI: pa3peLleHrie MeXay ABYMs
COCEeHVIMM MMKAaMN HOPMUPYEMbIX PacTBOPUTENEN — He

MeHee 1,5, oTHOCUTeNlbHOe CTaHAAPTHOEe OTKOHeHMue
nnowagen nNUKOB KaXAoro HOPMMPYemMoro pacTBOpuU-
TenAa — He 6onee 5,0%; dakTopbl aCUMMETPUK ANA NMNKOB
KaXk[loro HoOpMrpyemoro pactsoputens — He 6onee 1,5;
3¢ eKTUBHOCTb XpoMaTorpadprueckom KOMOHKK, paccum-
TaHHaA Mo MMKam HOPMUPYEMbIX pacTBOpUTENen, — He
MeHee 10000 TeopeTnyeCKmX Tapesiok.

B pamkax npoBefeHHbIX MccnefoBaHWiA 6bIIO yCTa-
HOBJIEHO, UYTO NPUCYTCTBME CYyO6CTaHUMM A B pacTBope B
KoHueHTpauum 10-150 mr/mn He BAUANO Ha XpoMaTorpa-
duryeckoe pasgeneHve nccnegyembix coeguHeHun. boina
BblOpaHa paboyan KOHLEHTpaLmMsA pacTBopa CybcTaHUum
A B N,N-gumeTtunauetammge — 100 mr/mn.

B pesynbTaTe NpoBefeHHbIX UCCIef0oBaHUA pa3pa-
60TaHa cnepytoLlas MeToauKa.

100,0 Mr (ToYHas HaBecka) cybcTaHUMK A nomelLaT
BO ¢niakoH BMecTmMocTbio 10 mn, npmnbaenstoT 1,0 mn N,N-
ArMeTnaueTaMmmnia, 3akpblBaT NPOKNafKonW M3 nonu-
TeTpapTOPaTUNIEHa U 06XKMMAIOT aIIOMVHMEBBIM KOJnay-
KOM, MepemelLBatoT A0 MOSHOIO PAacTBOPEHMA HAaBECKM
n TepmocTtatupytot npu 85 °C B TeueHne 30 MUH (MCMbITY-
embll pacTBop).

150,0 Mr (ToyHaA HaBecka) meTaHona, 250,0 mr (Tou-
HaA HaBecka) 3TaHona, 250,0 mr (ToyHasa HaBecka) 2-npo-
naHona, 30,0 mr (ToyHaA HaBecKa) MeTuNeHXI0puaa,
250,0 Mmr (TouHasa HaBecka) aTunauetata, 194,0 mr (Tou-
Has HaBecKa) LMKJIOrekcaHa nomeLaT B MepHYH Kof-
6y BMecTMOCTbIo 50 M1, copepatuyto okono 30 mn N,N-
AVMeTuUnaueTaMmmnia, fnepemMeLlvBaloT, [0BOAST oO0bem
pacTBOpa TeM e pacTBOpUTENEM A0 METKM, NepemMeLLmn-
BatoT. 1,0 M1 MONYYEeHHOro pacTBOpa MOMeLLAlT B Mep-
Hylo KONby BMeCcTMOCTblo 10 M7, JoBOAAT 06beM pacT-
BOpa TEM e pacTBOPUTENEM A0 METKM, NepemellnBa-
toT. 1,0 MN NONyYeHHOro pacTBopa NoMmelLLatoT BO GprnakoH
BMeCTUMOCTbIo 10 MJ1, 3aKpbIBalOT NPOKIaAKoM 13 nonu-
TeTpa-GTOPITUIIEHA N 0OXKMMALOT aNlOMUHMEBBIM KOJNay-
Kom, TepmocTaTmpytoT npu 85 °C B TeueHme 30 MUH (CTaH-
[JapTHbIA pacTBop).

MNMocnepoBatenbHO xpomaTtorpadupyoT no 1 mn
CTaHAAPTHOrO PAcTBOPa, PEerucTpupyloT 6 XpomaTor-
pamm, 3aTem — Mo 1 Mn KUCMbITYeMOro pacTBopa, peru-
CTPUPYIOT 3 XpOMaTOrPaMMbl.

MaeHTudukaumo npumeceinn n NpUrogHoOCTb Xpoma-
TOorpaduUecKon CUCTEMbI OLEHUBAIOT MO CTaHZAPTHOMY
pacTBOpYy.

MocnenoBaTeNbHOCTb BbIXOJa MWKOB pPacTBOpUTE-
nel Ha XpoMaTorpammax CTaHAapTHOro pacTBopa: MeTa-
HOJ, 3TaHoJ, 2-NPONaHOs, METUNEHXNoPWUa, STUALETaT,
LMKNOreKcaH.

CopepKaHue KaXKgoro OCTaTOUYHOrO OpraHn4Yecko-
ro pacteoputens B cybctaHumm (X, %) paccumTbiBalOT Mo

dopmyne:
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AHanumu4yeckue MemooOuKu U Memoobl KOHMPOSA

_ S-a,-P
S,-a-500"

roe S - nnowanb NMKa OpraHNYeCcKoro PacTBOPUTENS Ha
XpomaTorpaMme UCMbITyemMOro pacTeopa; Sy — niowaib
NnKa OpPraHNYecKoro pPacTBOPUTENS Ha XpoMaTorpamme
CTaHAAPTHOrO PacTBOPa; a — HaBeCKa CybCcTaHL MK, Mr; ag —
HaBecka CO opraHunyeckoro pactsoputens, mr; P - cogep-
»KaHMe OCHOBHOIO BelecTBa OpraHMYecKoro pacTBopu-
Tens B CO, %.

Banupauna metognku npoBefeHa No cClegyowmnm
KpuTepuam: cneundpuyHoCTb, npeaen KonamiecTBeHHOro
onpegenenua (MKO), NMHeNHOCTb, NPaBUILHOCTb, TOUY-
HOCTb (CXOAMMOCTb), AMana3oH NpumeHeHus [4].

CneunduyHocTb MeToaMKMU Obina AOKa3aHa Ha WC-
cnepyemblx pacTBOpax B MPUCYTCTBUM OCHOBHOIO Belle-
cTBa cybcTaHumy A. Pe3ynbTaTbl UCMbITaHWIA NOATBEPAN-
NN CNOCOBHOCTb pa3paboTaHHON METOAUKM paspaenaTb
MUK HOPMUPYEMbIX OCTaTOYHbIX OPraHNYeCKUX PacTBO-
putenei (CM. pUCyHoOK 2, Tabnuuy 2).

Mpenenbl KonuyecTBEHHOro onpegeneHua AnA
HOPMMPYEMbIX OCTAaTOUYHbIX OpPraHMYeCcKnx pPacTBOpPU-
Tenen coctaBunu cnegytowme 3HaveHna: 0,0034 mr/mn
ona metaHona, 0,0023 mr/mn ana staHona, 0,00097 mr/mn
2-nponaHona, 0,0028 mr/mn gna MeTUNeHXopuaa,
0,00059 mr/mn pgnsa >Ttunaugetata, 0,0001 mr/mn gna
LMKNorekcaHa.

Pe3ynbTaThl ccnefoBaHWA KPUTEPUA «TMHENHOCTbY
nokasasnu, YTo MeXJy KOHLEeHTpauuaMM OCTaTOYHbIX Op-
raHMYecKMx pacTBopuTenen 1 naowagamm nx NUKoB cy-
LWecTByeT NIMHENHaA 3aBNUCMMOCTb B KOHLIEHTpauuax ot
MKO po 0,45 mr/mn gna metaHona, 0,75 mr/mn anAa sTaHo-
na, 0,75 mr/mn ana 2-nponaxHona, 0,09 Mr/mn gna MeTuneH-
xnopuga, 0,75 mr/mn gna stunauetata, 0,582 mr/mn gna
LMKIorekcaHa.

MpaBunbHOCTb pa3paboTaHHOM MeToAMKW onpepe-
NANM NyTem CONOCTaBNEHNA Pe3yNbTaTOB SKCNeprMeHTa
1 UCTUHHBIX 3HaYeHUN. iccnegyemble pacTBOpPbI AN1A KpU-
Tepua «NPaBUNbHOCTb» FOTOBUAM MYTEM PaCTBOPEHUA
TOYHOW HaBecku cybcTaHumm A B pactBope KO, ctaH-
JapTHOM pacTBOpE U pacTBOpe C CoaeprkaHnemM pacTBo-
puTenen B KoHUeHTpaumax 150% OT ux KOHUEeHTpaLumi B
CTaHZapTHOM pacTBope. OTHOCUTENbHAs OWnbKa Komn-
YeCTBEHHOrO onpeAeneHnsa OCTAaTOUHbIX OpraHMYecKnx
pacTBopuTenen He npesbiwana 4%.

CXoAQMMOCTb pe3ynbTaToB Obl1a MOKa3aHa Ha cepuu
He3aBMCUMO MPUTrOTOBNIEHHbIX NCCNefyeMbIX PacTBOPOB.
OTHOCUTEeNbHOE CTaHAAPTHOE OTKNOHEHWe nnowanen
NMUKOB HOPMMPYEMbIX OCTAaTOYHbIX OpraHMYyeCKMX pacTBo-
puTenei He npesbiwano 5 % (cm. Tabnuuy 2).

Kputepum «MHENHOCTb», «NPaBUIbHOCTb» U «TOY-
HOCTb» COOTBETCTBYIOT MpefnucaHHbIM TpeboBaHMsAM B

AranasoHe KOHUeHTpaumin gna staHona — ot 0,0034 mr/mn
o 0,45 mr/mn, ataHona — ot 0,0023 mr/mn go 0,75 mr/mn,
ana 2-nponaHona - ot 0,00097 mr/mn go 0,75 mr/mn, pnA
meTunexHxnopuga — ot 0,0028 mr/mn go 0,09 mr/mn, gnAa
sTunaugetata — ot 0,00059 mr/mn go 0,75 mr/mn, gna Unk-
norekcaHa — 0,00010 mr/mn go 0,582 mr/mn. Yka3aHHble
Anana3oHbl ABNAOTCA AMana3oHaMn NpUMeHeHNs paspa-
6OTaHHOW METOAUKMN.

PaspaboTaHHasa meToauKka 6bina ncnonb3oBaHa And
aHanM3a OCTaTOYHbIX OPraHMYecKkMx pacTBopuTenen B
ob6pasuax Tpex cepuin cybctaHuum A. Bo Bcex nccnegye-
MbIX 06pa3uax 6b1 OOHapyXeH 2-MponaHos B cofepa-
Humn oo 0,5%.

3AKJIIOMEHUE

B pesynbrate npoBefAeHHbIX UCCNefOBaHUN pas-
paboTaHa MeTOAMKa KONMYECTBEHHOrO onpefeneHus
OCTATOYHbIX OPraHMYeCcKUXx pacTBopuTenen B cybcTaH-
UMn A C NOMOLLbIO Fa30XKMAKOCTHOW XpomaTtorpadun.
PaspaboTaHHaA meTofMKa BanMaupoBaHa B COOTBETCT-
BUK Cc TpeboBaHusmu ODC.1.1.0012.15 «<Banugaumsa aHa-
nMTnyecknx metoauk» [4]. OnpepeneHbl NokasaTenu
NPUroAHOCTU CUCTEMbl U KPUTEPUN HAJEXHOCTU Me-
Toauku. PazpaboTaHHada meToAuKa 6bia MCNonb3oBa-
Ha ANnA aHanv3a o6pasuoB Tpex cepuin cybcTaHumm A.
B nccnepnyembix o6pasuax 6611 06HapyKeH 2-nNponaHon
C coeprkaHuem ero Ha ypoBHe ao 0,5%. [lpyrmnx octa-
TOYHbIX OPraHNYeCKUX pacTBOpUTEneli 06Hapy>KeHO He
6blis10.
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