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BAIMIALVA AHATIUTYECKOW METOIVKI ONPEAENEHIS
OCTATOYHBIX OPTAHWUYECKIX PACTBOPUTESEN
Ana CTAHOAPTASAUMW CYBCTAHUWIA 5,7-BUC-(META-
HATPOOEHWITAMNHO)-4,6-ANHUTPOBEH30®YPOKCAHA

Ienwvio uccnedosanus aenanace pazpabomra u 6anudayus MemoouKy KO-
4eCMBEHHO20 ONpedenenls OCMAMOUHbIX OP2AHUHeCKUX pacmeopumeneti
6 cybcmanyuu 5,7-6uc-(mema-numpogenunamuno)-4,6-ounumpobenzogy-
POKCAHA ¢ npuMeHeHuem Memooa 2azoeoil xpomamoepaguu. Ilposedennasn
sanuoays pazpabomannoli Hamu MemoOuKy KOMUYeCmeeHHO20 onpeoeie-
HUA OCMAMOUNBIX OP2AHUUECKUX PACMEOpUmMeNeil — SMUI08020 CRUPMaA
u ayemonumpuia ¢ cybemanyuu 5,7-6uc-(mema-numpoghe HuramMuno)-
4,6-0unumpobenzogyporcana ¢ Ucnonb308anuem Memood 2a30801 XpoMamo-
epaghunl NO3BONUNA OYeHUMb ee Memponosuieckue xapakmepucmuxu. Hexoos
U3 BANUOGYUOHHBIX UCKBIMAHUT, BATUOAYUOHHbBIE XAPAKMEPUCIIUKU COOMI-
sememeyiom npunameim kpumepusm. Cneyuduunocms Memoouxu 0emonc-
MpUpyemcs NOTHbIM XPOMAMOPAQUUecKUM pazoeieHuem NUKO8 SHAaHONA
U QYEMOHUMPUNA, A MAKK*CE OMCYMCHBUEM NUKA SMAHONA U AYemMOHUMPUIA
Ha xpomamozpamme pacmeopumens. Jlunelinocmes memoouxu 0oKasana
6 duanazone om npeoesq ux KOMuYecmeeHnozo onpedenenus 0o 120 % om
3aA6N1eHHBIX KOHYe HMPayuii coomsemcmeeHno. Il peyusuonnocms Memoouxu
coomsememeyen OONyCIUMbIM HOPMAM — OMHOCUMENbHOE CIMAHOAPMHOe
OMKIIOHEHUE NPOMEHCYIOUHOT NPeYUSUOHHOCIU NPU ONpedeeHli SMAHoNa
u ayemonumpuna menee 4 %. Pesynvmamvl 8anudayuoOHHbIX UCHBIMAHUT
MemoOuKl OOKA3bIBAIOM NPULOOHOCHL AHANUMUUECKOI MEMOOUKU KOnyec-
MBEHHOZO ONpedeseHUs OCMAMOUHBIX OP2AHULCCKUX pacmeopumeneti 8 cy6-
emanyuu 5, 7-6uc-(mema-numpodghe nunamuno)-4,6-ounumpobe n3ogypoxcana
Memooom 2a30601 XpOMAMoO2paguil.

Knioyesble cnosa: 5,7-61c-(MeTa-HUTpoheHUNaMUHO)-4,6-0UHUTPOGEH3ODY-
pOKCaH, Banuaauns, ctaHaapTUaaLms.

Cpegu npon3BogHbiXx 6eH30(ypOKCAHOB CMHTE3MPOBaHA MaNoTOKCKUYHAsA
cy6cTanuma 5,7-6uc-(meta-HuTpodeHunammuo)-4,6-guHntpobeHzodypo-
KcaHa, o6nagaoLas BblpaXKeHHbIMW aHTUreNbMUHTHBIMK cBoiicTBamm [1]. Ona
cTaHfaptusaumn cybetaHumm 5,7-6uc-(meta-HuTpodeHnnammnno)-4,6-0uHNTpo-
6eH30hypoKcaHa nepBOHa4anbHO HEOOXOAMMO MCCnedoBaTh ee HU3NHECcKMe
1 hU3NKO-XMMUYECKME CBOICTBA, pa3paboTaTb TOYHbIE U HAAEXKHbIE METOAMKM
aHanusa. GornacHo OCT 42-506-96 B cnyyae WCMONb30BAHMA TOKCUYHbBIX
pacTBOpUTENEN NMPU WM3TOTOBAEHW NEeKapCTBEHHbIX CpefAcTB 06sa3aTeneH KOH-
TPONb OCTATOYHLIX KONMUYECTB pacTeoputeneit [2]. Ong ounctku cybeTaHummn
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PazpaboTka 1 Npon3BoACTBO CTAaHAAPTHBIX 06pa3LIoB

0T MOCTOPOHHMX NMpUMeCceil UCMOMb3YIOTCA OpraHnyeckue
pacTBOPUTENW BTOPOrO U TPeTbEro Knacca TOKCUYHOCTM
(aueToHUTpMA U 3TMNOBBIA cnmpT 96 %). [na Konnyec-
TBEHHOro onpegenenna ataHona 96 % u aueToHUTpuna
B cybcTaHuum 5,7-6uc-(meTa-HUTpOdheHUNamMmnHo)-4,6-
AnHnTpobeH3oypoKcaHa MCNONb30BaH MeTO[ rasoBoii
Xpomatorpadhum, XxapakTepusyoLmincs YHBepcanbHOCTbIO
1 BbICOKOM 4yBCTBMTENbHOCTbIO [3]. [N nofTBepXaeHns
LOCTOBEPHOCTW W BOCMPOW3BOAMMOCTM paspaboTaHHOA
METOAMKN HeoBX04MMO MPOBECTM ee Banugaumto. Banu-
Jaunsa aHanuTMYecKX MeTOAMK [OKasbiBaeT 060CHOBAH-
HOCTb BblOOpa MeTOfa W YCNOBMA NPOBEAEHMS aHaNN3a,
YBENMYMBAET CTEMEHb rapaHTUK Ka4yecTBa JeKapCTBEHHbIX
cpeacTs [4].

Wcxogs u3 akTyanbHOCTM TeMbl LeNblo Uccneposa-
HUA ABNAeTCA NPOBeAeHWe BanugaLvu aHanUTUHecKom
MEeTOAMKN KONMYECTBEHHOTO ONMpeAeneHns 0CTaTOYHbIX
OpraHnyYecknx pactsoputenen B cybctaHuum 5,7-6mc-
(meTa-HUTpodheHMNamMmnHo)-4,6-anHnNTpobeH3odhypoKcana no
nokasarensam: cneynduiHoCTb, NPaBUALHOCTb, IMHERHOCTD,
npefen KoNm4eCTBEHHOrO OnpefeNieHns, CX0QMMOCTb,
NPOMEXYTO4HAA MPEeLN3NOHHOCTb, CTAaBUNbHOCTL, & TaKxKe
OnpegenuTb BO3MOXHOCTb UCMONB30BaHNA MeTOAA ra3oBoid
Xpomatorpachmm gas KoNU4ecTBEHHOro ONpedeneHns ocTa-
TOYHBIX OPraH4YecKux pacTeopuTeneil B cybcTaHumm 5,7-6mc-
(meTa-HUTpoheHunammHo)-4,6-aAnHNTPobEH300Y POKCaHa.

[na pazpaboTku 1 BanMgaLMM METOAMKI KONMYECTBEH-
HOro OnpefeNeHs 0CTaTOHbIX OPraHWMYeCKIX pacTBopuUTenen
B CY6CTaHLMM 5,7-61C-(MEeTa-HUTPOEHUNAMUHO)-4,6-ANHUT-
po6eH30chypoKCaHa MCNoNb30Bav MepHYto Nocydy Knacca A,
aHanutndeckme Becbl Mapkn AUW 120 D dompmbl Shimadzu
1 rasoeblil xpomatorpady “Clarus 500" mapku PerkinElmer
C KBapLEeBON KanunnapHoii konoHkoit anunoit 3000 cm,
anametpom 0,32 mm, Tuna Elit-5, nossonsoLei nony4nTb
CTeneHb pasfgeneHua He meHee 1,5 Ana NuKoB onpege-
nAeMbIX BeLiecTB. B paboTe MCMONb30BaNNCh OYWLLEHHAS
cybeTaHuna 5,7-6uc-(meta-HuTpobeHnnamMmnHo)-4,6-auHUT-
pobeH3odhypokcaHa, aTUnoBbIid cnupT 96 %, aueToHUTpUN
U OUMeTUACYNboKCU (ang xpomartorpacunm).

Ouunctka cybcTaHynm 5,7-61c-(MeTa-HUTPOheHMNaMIHO)-
4,6-anHuTpobeHsodypokcaHa oT npumeceid (MeTa-HuUT-
POAHMANH 1 5,7-anxnopo-4,6-anHnTpobeH3odypoKcaH)
npoBoAMNack MeTOOOM NepekpucTannnsauim B GMHapHON
cucTeme pacTBopuTeneid: aTunoBsblil cnupt 96 % — aue-
TOHWUTPUN. [NA MakCUManbHOro yganeHus aleToHuTpuna
1 3atunosoro cnupta 96 % nepekpucTanin3oBaHHylo Ccy6-
CTaHLWIO NPOMbIBANM CHa4ana aTunoBbiM cnnptom 96 % (gns
yAaneHusa auetoHMTpuna), a 3atem 60bLUNM KONUYECTBOM
OYULLEHHOI BOAbI. BbiCylweHHy0 [O NOCTOAHHOW Macchl
cyOCTaHUMIO Janee aHanMsnpoBank Ha COAepXKaHue aKTuB-
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HOrO BELLECTBA 11 OCTATOYHbIX OPraHNYecKX pacTBopUTEneil.
MNocne nepekpucTanan3aLmm cogep>KaHie akTMBHOMO Belle-
cTBa 6bIN0 ONpefeneHo NOTEHLMOMETPUYECKM 1 COCTaBKNO
99,99 %. OnpefeneHne opraHN4ecKMx pacTBopuUTeneil NpoBo-
AW METOAOM Fa30BOM XpoMaTorpacdhum ¢ MCrofb30BaHneM
xpomarorpaca ¢ niamMmeHHO-MOHWU3ALMOHHBIM LEeTEKTOPOM.

Konn4ecTBo opraHn4ecKmx pacTeopuTenei B cybcTaHLnm
5,7-6uc-(meta-HUTpocheHMNamMmHo)-4,6-aMHNTPoBeH30dY -
pOKCaHa paccyMTbiBaNM MeTOAOM BHELUHEero cTaHgapTa.
[lnd npuroToBneHmsa pacTeopa cTaHgApTHOrO 06pasLia 0Koso
0,5 r (ToyHas Hasecka) atunosoro cnupta 96 % (Ana xpo-
matorpadpumn) n okono 0,041 r aueToHUTpUNA (C TOYHOCTbIO
go 0,0001 r) (ana xpomatorpachui), nomMeLLani B MepHYI0
kon6y emectumoctbio 100 mn, pacteopsnu B 80 mn gume-
TUncynbgokenaa (ong xpomartorpadpuu), JOBOANAN OUMe-
TUNCYNbHOKCUEOM A0 METKM 1 NepemeLLnaani. Mony4eHHbIA
pacTeop hbUNLTPOBan Yepes UIbTp C AUNaMeTPOM Nop He
6onee 0,45 MKM. I NpMroTOBNEHNA UCMBITYEMOrO pacTBopa
okono 0,1 r (c ToyHocTbio go 0,0001 r) cy6eTaHymm nome-
wanu B MepHylo konby smectumoctbio 10 mn, pactsopanu
B 5 MmN gumeTuncynbhokeuga (ang xpomarorpacum), fLoso-
OWAN TeM )Ke pacTBOpMTENeM A0 MeTKM W nepemeLumBay.
[TonyyeHHbIA pacTBOp hMNLTPOBANM Yepes UNLTP ¢ Aua-
meTpom nop He 6onee 0,45 mkm. UcnbiTyemblii pacTBop
M pacTBOp CTaHZapTHOro obpasua xpomarorpacuposanu
He MeHee Tpex pas. B pesynbrate nccnegoBaHuii BbiGpaHbl
cnefyloLne YCNoBKA; ra3oBblii xpomaTtorpad ¢ niameHHo-
MOHW3ALNOHHBIM BeTeKTOPOM; KBapLeBas KanunnspHas
KonoHka anuHoii 3 000 cm, gnametpom 0,32 mm, Tuna Elit-5,
UMW aHANorMyYHas, No3BONAOLLAA NOAYYNTL CTeNeHb pasge-
neHns He meHee 1,5 oA NUKOB ONpegensemblX BELIECTB;
TeMnepaTypHbIA PeXxXuM: TemMnepatypa TepmocTata KOfmoHKK
50 °C B TeyeHue 2 MuH, fanee NOAbEM TeMnepaTypbl OO
150 °C co ckopocTbio 10 °C/MWH 1 BblgepXKUBaHue npw
9TOW TemnepaType B TeyeHne 15 MIH; TemnepaTypa ucnapm-
Tens — 230 °C; Temnepatypa petektopa — 250 °C; ckopocTb
rasa-Hocutens (rennit) — 1 MA/MuH; pacxod sofopoja —
45 mn/muH; pacxon Bosgyxa — 450 mn/MuH; geneHue
notoka — 50/1; Bpems aHanusa — 27 MuH.

B ncnaputeno xpomatorpacpa ssogunu no 0,1 Mkn
MCMbITYEMOro pacTBopa W pacTBoOpa CTaHAApTHOrO 06pasLa.
Monyyanu He mMeHee Tpex XpoMaTorpamm Anf KaX[oro
pacTsopa.

Bpemsa ypepxusaHns nuka ataHona 96 % — okono
3,91 MMH, NUKa aLeToHMTpMNa — okono 4,21 mMuH.

CopepxxaHue atunosoro cnupta 96 % u aueToHUTpUNA
B npenapare B npoueHTax (X) BblYucnanu no gopmyne:

S;-a,-10-100  S;-a

X = -
S -d;-100-100 ~ S, -a,-10’




rae Sy — cpefHee 3HadYeHWe NAowagu Muka COOTBETCTBY-
IOLLero pacTeBopMTeNs, BbIYUCAEHHOE MO TPEM XPOMaTo-
rpaMmam pactBopa CTaHLapTHOro o6pasua;

Sy — cpefHee 3HayeHMe nnowannW Nuka cCOOTBETCTBY-
IOLLero pacTeBopMTeNs, BbIYUCAEHHOE MO TPEM XPOMaTo-
rpaMMam WCMbITYEMOro pacTBopa;

a; — HaBecka cy6ecTaHuun, T;

a, — HaBecka atunosoro cnupta 96 % (aueToHMTpUna),
B3ATas 4NA NPUrOTOBNEHNSA CTAHLAPTHOrO pacTeopa, I.

CopepxxaHue atunosoro cnupta 96 % u aUeToHUTpUNA
B cy6cTaHuMmM JomkHo 6biTh He Gonee 0,5 % n He Gonee
0,041 % coOTBETCTBEHHO.

Pesynbratbl aHann30B nokasanu, 4to B cy6CcTaHumm 5,7-
6uc-(meTa-HUTPOdEeHNNAMMHO)-4,6-ANHMTPOBEH3OYPO-
KCaHa NpUCyTCTBYIOT PacTBOPMTENN BTOPOTO (ALETOHUTPIN)
1 TpeTbero (3TunoBbli cnmpT 96 %) Knacca TOKCMYHOCTH
B KONMYeCTBaX, He MPEBbILLAOLLNX pernamMmeHTUpyemMble
HopMbI [5].

[ns rapaHTMM BOCNPOM3BOANMOCTI paspaboTaHHOIA
METOMKN GbiNna NpoBeAeHa ee BanMaaLuus no cnegyoLwmm
napamerpam;

— CMeundnYHOCTD;

NPaBUIbHOCTB;

NUHERHOCTD;

npegen KOMW4ecTBEHHOTO ONpeaeneHuns;
CXOAMMOCTb;

NPOMEXYTOYHasA NPeLN3NOHHOCTD;
cTabunbHOCTb.

CneuncbnyHoCTL MeTOAUKM NpoBOAMAacL Ana onpe-
JeneHus BAUAHWA MOABWKHOA hasbl HA MUKKU NpUMeceil
(stunosoro cnupta 96 % w auetoHutpuna) [6, 7, 8].

CornacHo puc. 1 BpemA yAepXMBaHWA MKa GUMETUN-
cynbghokenaa coctaeuno okono 10,4 muH.

Ha puc. 2 npepcTtaBneHa xpomatorpamma pacTeopa
CTaHgapTHoro obpasuya. Bpems ygepXuBaHWs nuka aTu-
nosoro cnupta 96 % coctaBuno 3,92 MUH, a aLETOHMUT-
puna — 4,22 MuH.

Mpw TeCTMPOBAHUA METOANKI ONpPeSeNeHns 0CTaTO4HbIX
OpraHnyYeckux pacteoputeneii B cy6etanunm 5,7-6uc-(meta-
HUTpOheHNNaMINHO)-4,6-ANHNTPOGEH30YpOKCaHa Mo Napa-
mMeTpy «CneuncrnyHoCTb>» Ha XpoMaTorpamMmme MOSBUKHON
thasbl HabnogaeTca OTCYTCTBUE MUKOB, MPUHAZNEXKALLMX
aTunosomy cnupty 96 % W aueToOHUTPUINY.

[ng onpegenerns npaBuabHOCTM GbINN NPUrOTOBNEHbI
TPU MOJeNbHbIX pacTBopa C COAep)KaHWeM 3TWNOBOTO
cnupTta 96 % 1 aUeTOHMTPUNA B AManasoHe KOHLUEHTpauui
80, 100, 120 % ot 3ajaHHOro NpefenbHOro CoAepKaHus
COOTBETCTBYIOLLEr0 OpPraHN4eckoro pacTeoputens. Kaxgoli
pacTeop xpomatorpaduposany He meHee Tpex pas. OTHO-
CWUTeNbHOE CTaHLAPTHOE OTKNOHEHWE AN KONMYECTBEHHOTO
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Puc. 1. XpomaTorpamma nofABWXHOW chasbl
(mmmetuncynbcokcua)
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Puc. 2. Xpomartorpamma pacTBopa cTaHOapTHOro obpasta
(obwmin BUA)
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Puc. 3. XpomarorpamMma pacTBopa cTaHAapTHoOro o6pasua
(yBenn4yeHHbIA BUA)

onpefeneHus atunosoro cnupra 96 % n aueToHUTpUna
LOMKHO 6bITb He Gonee 4 % [9].

CornacHo Tabn. 1 3Ha4eHWe OTHOCUTENIbHOTO CTaHAapT-
HOro OTKNOHEHWS ONd KONUYeCTBEHHOTo ONpeaeneHns
atunosoro cnupta 96 % coctasuno 1,56 %.

CornacHo Tabn. 2 3Ha4eHWe OTHOCUTENIbHOTO CTaHaapT-
HOTo OTKNOHEHWS Ans aueToHutpuna coctasuno 1,90 %.

[lns onpeneneHns NUHERHOCTA METOANKN NPUTOTOBIIEHbI
naTb Npo6 C KOHUEHTpaUMAMU aLueTOHMTpUNA W 3TaHona
96 % oT npefena MX KOMMYECTBEHHOro onpefeneHna ao
120 % 0T 3aABNEHHbIX KOHLEHTpaLWiA (5 Mr/mn gna ataHona
96 % 1 0,41 mr/mn gna auetoHMTpUNa).
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Ta6nuuya 1
Konu4ecTeBeHHOEe onpefieneHne ataHona 96 % B

MOJEMbHbIX pacTBOpax

W3mepeHo
Ne 3anoxeHo, r ; % MeTponoruyeckne xapakTepucTUKU
1 0,4 0,406 101,50 Yucno onpegenenni n=9,f=n-1=3
2 04 0,412 103,00 CpepgHee sHaveHne X = 100,30 %
3 04 0,398 99,50 | Aucnepous &= 2,42
. : . CpeaHee KsagpaTuyHoe OTKNOHeHWe S = 1,56 %
4 05 0,509 101,80 Koacbdpumuuent Ctbtogenta t (95 %, 1) = 2,31
5 05 0,497 99,40 OtHocuTeNbHO® CTaHAAPTHOE OTKNOHEHME Sy = 1,56 %
6 0,5 0,491 98,20 JlosepuTtenbHblil uHTepsan AX = 1,20 %
7 0,6 0,604 100,67 OtHocuTenbHas morpelHocts € = 1,20 %
8 0,6 0,599 99,83
9 0,6 0,593 98,83
Ta6nuya 2
KonuyecTBEHHOE onpepeneHne aletoHUTpuna B MOJeNbHbIX pacTBOpax
W3mepeHo
Ne 3anoxeHo, r : % MeTponoruyeckne xapaKTepucTUKU
1 0,0328 0,0334 101,83 Yucno onpegenednid n =9, f=n-1=3
2 0,0328 0,0325 99,09 CpenHee 3HaveHue X = 101,30 %
3 0,0328 0,0339 103,35 gs:;:sgmzaf;;afﬁﬁoe oTKnoHeHune S = 1,92 %
= y 0
4 0,0410 0,0418 101,95 Koadhdumunent Ctoiogenta t (95 %, f) = 2,31
5 0,0410 0,0424 103,41 OtHocuTenbHO® CTaHOapTHOE OTKNoHeHne Sy = 1,90 %
6 0,0410 0,0405 98,78 HoBepuTenbHblit nHTepsan AX = 1,48 %
7 0,0492 0,0500 101,63 OTHocuTenbHas morpeluHocTh € = 1,46 %
8 0,0492 0,0486 98,78
9 0,0492 0,0506 102,85
Ta6nuuya 3

3aBNCUMOCTb MIOLLAAEH MUKOB PacTBOPUTENENl 0T UX KOHLEHTPaLmii B pacTBOpe cTaHAapTHOro oGpasiia

KoHueHTpauua 3ta- | Mnowafgb nuKa ataHo- | Belcota curHana | KoHueHTpauua aue- | Nnowagb nuka auyeto- | BoicoTa curHana
Hona 96 %, mMr/mn na 96 %, mBxc ataHona 96 % | TOHMTpWNa, Mr/mn HUTpUNa, MBxc aueto-HUTpUNa
2,500 9 350 2,70 0,2050 1179 0,44
1,250 4 676 1,30 0,1025 591 0,22
0,625 2 339 0,60 0,0513 296 0,11
0,313 1167 0,30 0,0256 148 0,06
0,156 583 0,14 0,0128 75 0,03
0,078 291 0,07 0,0064 JOCTOBEPHO onpefie- -

NNTb HEBO3MOXKHO
0,040 141 0,035 - - -
0,020 JIOCTOBEpHO Onpefe- - - - -
NNTb HEBO3MOXKHO
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Puc. 4. Tpachmk 3aBUCKMOCTM NNOWAAN MUKA OT KOHLLEHTpaLym
sTaHona 96 %

Mo nony4eHHbIM JaHHBIM ObIN MOCTPOEHbI FpachuKi
3aBUCUMOCTI NAOLLAAMN NINKA OT KOHLEHTPALMM 3TUNOBOIO
cnupta 96 % 1 aueToHMTpUNa. 3Ha4YeHne Kaapara Koadhdu-
LMeHTa KOppenauum gomkHo 6bite He meHee 0,99 [7].

CornacHo pwuc. 4 kBagpat KoaddmuneHTa Koppensuun
ana atunosoro cnupta 96 % coctaeun 1. CnegosatensHo,
3aBMCUMOCTb MAOLYAAM NUKA OT KOHLEHTpaLMM 3TUNOBOrO
CnMpTa NUHeNHa.

CornacHo pwuc. 5 kBagpat KoadhdhmuneHTa Koppensuun
ans auetoHutpuna coctasun 0,999. CnegoeatenbHo, 3aBi-
CUMOCTb MAoWan/N N1Ka OT KOHLEHTpaLuM aLeToHUTpuna
NNHeHa.

lpegen KonMYecTBEHHOrO ONpefeneHns yCTaHaBnMBani
nyTeM W3MePeHW aHANMTUYECKMX CUrHANOB 3TUNIOBOTO
cnupta 96 % W aueToHMTpUNa B Mpolecce Nocnegosa-
TeNbHOTO YMEHbLIEHU UX KOHLEHTPauMid OT MakcUManb-
HOW KoHueHTpauun (50 % OT NpefenbHOro 3HadeHns)
[0 KOHUEHTpauum, Npu KOTOPOW COOTHOLIEHWe curHan/
wym 6ymet >10. KoadduumeHT BapmaLuyu pesynsraTos,
MONyYeHHbIX NP LWECTUKPATHOM BBEAEHMW Npob, JOMKeH
6bITb MeHbwe 15 % [8, 9].

Ha puc. 6 npefcraeneH chparmeHT «Wwyma» 6a30BoN
NIMHUW Ha XpoMaTtorpamme pacTeopa AUMeTUACYNbdOK-
cnpa. 3HadeHue BbICOTbI CMrHana «wyma» 6a30BON MHWN
coctasuno 0,003. CnefjoBatenbHO, MUHUMAaNbHOE 3HA4EHe
BbICOTbI CMrHana aTunosoro cnupta 96 % 1 aueToHUTpUNa,
npyu KOTOPOI OHW MOryT ObiTh LOCTOBEPHO OMNpefeneHbl,
pasHo 0,03.

Mpw TECTMPOBAHUM METOANKI ONpPeaeNeHns 0CTaTO4HbIX
OpraHU4eckux pactsoputenent B cybctaHuum 5,7-6uc-
(meTa-HUTpOheHMNAMINHO)-4,6-UHUTPOBEH30YpOKCaHa
no napameTpy «npegen KOMWYeCTBEHHOrO OMpeaeneHns»
BbIAABIEHO, YTO Mpefen KoNW4eCTBEHHOrO OMpegeneHus
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Puc. 5. TpahnK 3aBUCUMOCTH MIOLANN NKA OT KOHLEHTpaLmu
aLeToHUTpUNa

Puc. 6. ®parmeHT «lyma» 6a30BOW JIMHWM HAa Xpomartorpamme
pacTBopa AumeTuicynbchokena

aTaHona 96 % coctasnsaet 0,04 mr/mn, a aUeTOHMTpMNA
0,0128 mr/mn. KoacbchuumeHT BapmaLuim pesynbrartos,
NONyYeHHbIX MpU LWeCTMKPaTHOM BBeAeHMM 3TaHona 96 %
¢ koHueHTpaumen 0,04 mr/mn, coctagun 2,76 %, a npu
LIECTUKPATHOM BBEAEHUM aLEeTOHUTPUNA C KOHLEHTpaLnei
0,0128 mr/mn — 7,71 %, 4TO COOTBETCTBYET 3asABNEHHOMY
KpuTepuio.

CxopnmocTb pesynbTaToB aHanm3a Obina OLeHeHa Mo
pesynbTaTaM aHann3a LUecTh OTAENbHO MPUrOTOBAEHHbIX
npo6 n3 ofHoro obpasua cybcTaHumm 5,7-6uc-(meta-
HUTpOodbeHMnamnHo)-4,6-aMHNTpobeHsodypokcara. 3Ha-
YeHue Ko3thduLMeHTa Bapmayumn Ana WecTtu onpeaeneHuii
LOMKHO 6biTb He Gonee 4 % [9].

MpomeXxyTo4Has NpeLn3MOHHOCTL MeTOAMKW Obina
nccnefoBaHa B TeYeHWe ABYX paboymx SHei.

3HavyeHKe KoadhhuuymMeHTa Bapuaynm Ans LWecTn oTgeNb-
HO NMPUrOTOBAEHHBIX NPO6 M3 OLHOTO 06pasLa cybcTaHLmN
5,7-6uc-(MeTa-HUTPOhEHNNAMUHO)-4,6-AMHUTPOGEH30DY-
poKcaHa JOoMmKHO 6biTb He Gonee 4 % [9].
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CornacHo Tabn. 4 n 5 pesynbratbl Konnyec-
TBEHHOrO onpefeneHus 3Tunoeoro cnupta 96 %
1 aueToOHWTpUNa JOKasanu yAoBNeTBOPUTENbHYIO
NPeLN3MOHHOCTL METOANKM.

CtabunbHocTb pacTBopa cy6cTaHumn 5,7-6uc-
(MeTa-HUTpOeHnnamMmuo)-4,6-4MHUTPOOEHS0-
tbypoKcaHa Gbina onpedeneHa nyTemM CpaBHEHWS
nnowagen NMKOB Ha XpomaTorpammax CBeXenpu-
TOTOBMEHHOMO pacTBopa cyécTanLnn 5,7-6uc-(meta-
HUTpOdheHMnamnHo)-4,6-anHnTpobeH30ypoKCcaHa
W «HEeCBeXero» pacTBopa Mocne XpaHeHWs npu
KomHaTHoiA Temnepatype 20 + 2 °C n npu Temne-
patype +8 °C 00 BO3HWKHOBEHMS HeCTabUNbHOCTN
(Bo 7 pgHeit). MakcumanbHOe OTKMOHEHWe OT
nepBOHaYanbHOro pesynerara s pacTeopa, KOTo-
Pblii XpaHWICA NpU KOMHATHOA Temnepartype, Ans
atunosoro cnupta 96 % coctasuno 0,94 %, ana
auetoHutpuna — 0,99 %, a ang pacTeopa, KOTOpbIi
XpaHuncsa npu Temnepatype +8 °C, ans aTMnoBoro
cnupta 96 % coctauno 0,51 %, ana aueToHWT-
puna — 0,55 %. lpoueHTHOE coaepXaHue 3TaHoNa

Ta6nuua 4

CofiepxaHne oCTaTo4HbIX OPraHUYecKUX pacTBOpuUTEnei
npn aHanuse cy6etaHumm 5,7-6mc-(mera-
HUTPO)EHNUIIAMUHO)-4,6-LMHUTPOBEH30YpOKCaHa

Ososwavemse awanwsa | IRl U e, %
Mpo6a 1 0,298 0,0102
Mpoba 2 0,291 0,0100
Mpo6a 3 0,301 0,0099
Mpoba 4 0,296 0,0100
Mpo6a 5 0,293 0,0101
Mpoba 6 0,294 0,0098
CpenHee 3HaveHue, % 0,296 0,0100
CtanpgapTHoe OTKNoHeHue, % 0,0036 0,00014
KoachchbuumeHt sapuaunn, % 1,22 1,40
LloBepnTenbHbIA NHTEPBAN 0,296 + 0,0038 | 0,0100 £ 0,00015
(P=95%), %

96 % 1 aUeTOHMTPWUNA, NONMYYEHHOE MPU aHanu3e pacTBOpOB
cybeTaHumm 5,7-61c-(MeTa-HUTPOdheHUNaMnHO)-4,6-0UHUT-
po6eH30(ypoKcaHa, He OTKNOHSAETCA OT MepBOHAYabHOMO
pesynbrata 6onee 4em Ha 2 %.

B npouecce nccnegoBaHnii yCTaHOBNEHO, YTO MeTOA
ra3oBoi xpomatorpacpun no3eonsaeT NoNy4uTb JOCTOBEPHbIE
W HafeXHble pesynbTaThl, a TaKKe MOXeT ObiTb WCMOMb-
30BaH ANA KONMYECTBEHHOIO ONpefeNeHna OCTaTOYHbIX
OpraHW4eckux pacteoputeneil B cybctaHumm 5,7-6mc-
(meTa-HUTPOhEHMNAMINHO)-4,6-ANHNTPOBEH30hYpOKCaHa.

Ta6nuya 5

lpoBefeHHas Banmgauna MeTOAMKI ONpeaeneHns ocTaToy-
HbIX OpraHW4ecKux pactsopuTeneil B cybctaHuum 5,7-6uc-
(meTa-HUTpotheHUNaMuHO)-4,6-anHNTPO6EH30hYPOKCaHa Mo
nokasatenam: cneuntnyHoCTb, NPaBUABHOCTb, INHEAHOCTD,
npegen KOAMYeCTBEHHOrO OMpefeneHns, CXogUMOCTb,
NPOMEXYTO4HasA NPeLM3NOHHOCTb, CTabMIbHOCTb — MO3BO-
nuna NoayYnUTb 3HA4YeHWs, COOTBETCTBYIOLLME 3aABAEHHBIM
Kputepuam. MeToguka MOXeT ObiTb MCMONb30BaHA MPK
aTTecTaumu ctaHgapTHoro obpasua cybcTaHumm 5,7-6uc-
(meTa-HuTpotheHMNaMmnHo)-4,6-gMHMTPOBEH30DYPOKCaHa,

Colep>xaHne 0CTaTOYHbIX OPraHNYecKMX PacTBOPUTENEN Npu aHanuse CybCTaHLMK
5,7-61c-(MeTa-HUTPOhEHNAMINHO)-4,6-AMHNTPOGEH30hypOKCaHa

O6o3HaveHHe aHanusa CopepxaHue atadona 96 %, % CofepxaHue aueToHUTpUna, %
1-i geHb 2-i peHb 1-i geHb 2-i peHb

Mpoba 1 0,293 0,299 0,0100 0,0102
[Tpoba 2 0,296 0,289 0,0101 0,0100
Mpoba 3 0,298 0,300 0,0100 0,0098
Mpoba 4 0,299 0,296 0,0099 0,0101
[Tpoba 5 0,291 0,291 0,0101 0,0100
Mpoba 6 0,294 0,295 0,0103 0,0102
CpefHee 3HaveHue, % 0,295 0,295 0,0101 0,0101
CTaHpapTHOe OTKNOHeHue, % 0,0031 0,0043 0,00014 0,00015
KoadhdpmumeHT Bapuaunu, % 1,05 1,46 1,39 1,49
[loBepuUTenbHbIA MHTEpBAN
(P = 95 %), % 0,295 + 0,0031 0,295 + 0,0045 0,0101 £ 0,00015 | 0,0101 + 0,00016
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VALIDATION OF ANALYTICAL PROCEDURE
FOR DETERMINATION OF RECIDUAL ORGANIC SOLVENTS
FOR STANDARDIZATION THE SUBSTANCE
OF 5,7-BIS-META-NITROPHENYLAMINO-4,6-DINITROBENZOFUROXAN

R. Sh. Markhabullina, L. M. Yusupova

The aim of this study was to develop and validate a gas chromatography methods of quantitative determination
of residual organic solvents in substance of 5,7-bis-(meta-nitrophenylamino)-4,6-dinitrobenzofuroxan. Validation
of elaborating methods of quantitative determination of residual organic solvents — ethyl alcohol and acetonitrile
in substance of 3,7-bis-(meta-nitrophenylamino)-4,6-dinitrobenzofuroxan using gas chromatography method
allowed to evaluate their metrology parameters. All parameters of validation characteristics met their acceptance
criteria’s. Specificity was demonstrated by a complete chromatographic separation of peaks of ethyl alcohol and
acetonitrile, and lack of peaks of ethyl alcohol and acetonitrile in the chromatogram of solvent. The linearity
was proven in the range of quantitation limit to 120 % of the test concentrations. Precision of the methods
comply with the requirement defined — the relative standard deviation for of ethyl alcohol and acetonitrile
below 3 %. The results of this validation study prove the suitability of the gas chromatography method for
quantitative determination of residual organic solvents in substance of 5,7-bis-(meta-nitrophenylamino)-4,6-
dinitrobenzofuroxan.

Key words: 5,7-bis-(meta-nitrophenylamino)-4,6-dinitrobenzofuroxan, validation, standardization.
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