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OINPEJIEJIEHUE NMPUMECENA B CYBCTAHIIUM
5,7-BUC-META-HUTPO®PEHUJTAMHUHO)-4,6- IMUHUTPOBEH30®YPOKCAHA

Knioueswie cnosa: 5,7-6uc-(mema-numpoghenunamuno )-4,6-ounumpobenzodypoxcan, cmanoapmu3sayusi, biCOKOIPHEKmMueHas iHcuo-
KOCMHAS XPOMAMOZpaPus.

Paspabomana memoouxa KOIUHECMEEHHO20 OnpedefieHus NOCMOPOHHUX npumeceil 6 cybcmanyuu S,7-6uc-(mema-
Humpogenunamuro )-4,6-ounumpobeH30QypoKcana Memooom 8biCOK0IPGEKMUEHOU HCUOKOCHOU XPOoMamozpagpuu.

Key words: 5,7-bis-(meta-nitrophenylamino)-4,6-dinitrobenzofuroxan, standardization, high-performance liquid chromatography.

The technique of quantitative definition of strange impurities in the 5,7-bis-metanitrophenylamino-4,6-
dinitrobenzofuroxan using by high-performance liquid chromatography method is developed.

BBeneHue IMHUTPOOeH30dypokcaHa u ero npumeceil. I1pu npose-
JICHUH WCCICOBAHUIN BIHUSHUS COCTaBa IIOJBHIKHON
BeH3zodypokcaHbl TMPENCTaBIAIOT COOOU CO- (a3pl Ha BpeMEHA yJCPKUBAHUS aHAU3UPYEMBIX KOM-
CAMHCHUS C IMUPOKUM CIIEKTPOM OHOJIOTHYECKOW aK- MTOHEHTOB MOOOPAaHO ONTHMAJIBHOE COOTHOMICHHE IO~
TUBHOCTH. J[0Ka3zaHa aHTUTEIbMHHTHAs aKTUBHOCTh U BIXHOM (a3el: anetonutpun u 0,1 % tpudropykcyc-
HU3Kas TOKCHYHOCTh cyOcTaHmmu 5,7-Ouc-(Mmera- Has kucnora (70 % — 30 %) [4].
HUTpO(EeHUITAMHUHO)-4,6-TuHUTpOOeH30hypoKkcana [1, Jnst mpurotoBnenust pactsopa 0,1 % Tpu-
2, 3]. B kauectBe mpuMeceili B cyOctaHuu S,7-Omc- (TOPYKCYCHON KHCIIOTHI HCIIOJB30BAN CBEPXUHUCTYIO
(MeTa-HUTpO(hEHNITAMIHO )-4,6- TUHUTPOOEH30() yPOK- BOJIY, IOJyICHHYIO Ha ycTaHoBKe MilliporWaters.
CcaHa  BBICTYNAIOT HNCXOJHBIC  BEIIECTBA: M- [IpenBapuTenbHO CHHTE3UpyeMas CyOCTaHIIHS
HUTPOAHWINHA U 5,7-auxiop-4,6-TuHATPOoOESH30(hypOK- OblTa ouYMINEHa OT TpuMeced (MeTa-HUTPOAHWIMH |
caH. Hanmnuwe mMOCTOPOHHUX TpUMeced B JIEKapCTBEH- 5,7-nuxnop-4,6-quHATPOOEH30(hypOKCaH) METOJIOM
HBIX CpEACTBAaX CHIKACT HMX OHMOJIOTHYECKYIO aKTHB- MePEeKPUCTALTU3AIMA B OMHAPHON CHCTEME PacTBOPU-
HOCTb M yMEHBILIAET CpPOK rogHoctu. CrengoBareibHO, Teneit: atanon 96 % — aneTOHUTpUI. AHAJIN3 OUMILEH-
[ENBI0 UCCIICAOBAHUS SBJISACTCS Pa3pabOoTKa TOYHOTO W HOW cyOcTaHmuu 5S,7-0uc-(MeTa-HUTPOPCHUIAMUHO)-
HAJIC)KHOTO METOJa KOJNMYECTBCHHOTO OIpPEICIICHUS 4,6-muHUTPOOCH30()ypPOKCAHA METOJOM MOTCHIIMOMET-
MOCTOPOHHUX TpUMeceil B cyOcTaHiuu 5,7-0uc-(Mera- PUYECKOTO TUTPOBAHUS TIOKa3al COJCPKAHHE aKTUBHO-
HUTPO(EHUITAMHUHO )-4,6- THHUTPOOEH30(hypOKCcCaHa. ro BemecTBa 99,99 %.
Meron BBICOKOI(D(PEKTHBHOW IKUAKOCTHOH XpOMaTo- Jisi TIpoBEpKH MPUTOJAHOCTH XpomaTorpadu-
rpa¢puu  XapaKTepHU3yeTcs BBICOKOM YyBCTBUTEIHHO- YEeCKOH CHCTeMBI, OblIa IIPUTOTOBJIEHA CMECh, COCTOS-
CThIO, TOYHOCTBIO, YHUBEPCAIBLHOCTHIO, 3KCIPECCHO- mas u3 1 M Meta-HUTpoaHuiauHa, 1 M 5,7-O6uc-(meta-
CTBIO. HUTpO(DEHNITAMIHO)-4,6-TUHUTpOoOEeH30(ypokcaHa u 1
M 5,7-muxnop-4,6-nuHUTpOOEH30ypOKCaHa € KOH-
JKkcnepuMeHTanbHas 4acTb nentpanuamu 0,0001 mr/mi.
KonuvecTBeHHOE oOmpeneneHue npumeced B Yeverion K2ibmm
cyocranmuu  5,7-muxnop-4,6-muHUTpoOEeH30( ypOoKcaHa 07
MIPOBOIUIIN Ha JKUIKOCTHOM xpomarorpade 0
LC-20 ¢upmbr "Schimadzu" (Slmouust) co criektpodo- o 3
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Has KOJIOHKA IIuUHOW 250 MM W BHYTPCHHHM JIHAMET- 00

poM 4,6 MM, 3anosiHeHHast copoenToM C18 ¢ pasmepom
yactul 5 MKM (Symmetry C18), ckopocTb MOABHAKHOMN
¢as3sl — 1 Mu/MHH, 00beM MHXKEKTHpYyeMoi 1poOsr — 20
MK [[ns oOecrieueHHsi BBICOKOW YYBCTBUTEIBHOCTH
METOJIMKH, aHAJIU3 MPOBOJIWIM MPHU AJIUHE BOJHBI 245
HM, KOTOpas COOTBETCTBYET HamOojee BBIpaXKEHHOMY
HecneruaeckoMy Makcumymy B Y®D-cmektpe 5,7-
6uc-(meTa-HATpOPEeHUITAMIHO)-4,6-

Puc. 1 — XpomaTtorpaMma pacreopa Il IPOBEPKH
NPUTOAHOCTH XPpOMaTOorpaguuecKkoii CHcTeMbl

Ha pucynke 1 mpencrasiieHa XpoMarorpamma
pacTBopa IUII TPOBEPKU NPHUTOTHOCTH Xpomartorpadu-
yeckol cucteMbl. Bpemsi yaepxuBaHUS THKa M-
HUTpOaHWIMHA cocTaBwio 3.11 mwmH, 5,7-Omc-(MeTa-
HUTpO(DESHUITAMIHO)-4,6-THHUTPpOOCH30(ypOKCaHa — —

129




4.67 muH, a 5,7-nuxnop-4,6-quHATPOOEH30(ypOKCaHa —
5.33 muH. D) PEeKTUBHOCTH KOJIOHKH, paCCUNTAHHAS 11O
MUKy 5,7-6uc-(MeTa-HUTpOHEHUITAMHUHO)-4,6-
nuHUTpoOeH30(dypokcana, coctaBmio 9400 Teoperrnue-
CKHX Tapelox, 110 MTUKY 5,7-nuxmnop-4,6-
muHUTpoOeH30(dypokcana — 6900 TeopeTHIECKUX Tape-
JIOK, a Mo muKy M-HuTpoaHunuHa — 7800 Teoperuue-
ckux Tapesiok. USP pekoMeHayeT ajsi METOMKH BBICO-
K09((EKTUBHON >KUIKOCTHON Xpomarorpaduu 3Haue-
HHE KOJINYECTBA TEOPETHYECKHX TapeJIoK IO IHKY OIl-
penensiemoro Bemectsa He MeHee 2000 [5]. Koaddunu-
CHT aCHMMMETPUU IMHKA METa-HUTPOAHWIMHA COCTABHUII
1,17; 5,7-6uc-(Meta-HUTPOGEHWIAMHUHO)-4,6-
muHUTpoOeH3odypokcana — 1,24; a 5,7-muxiop-4,6-
nuauTpoOen3odypokcana — 1,0. CormacHo TpeGoBaHU-
sm EBpomeiickoii (dapmakonien, KodQ(UIUEHT acHM-
METPHH THKa JOKeH HaxoIuThcs B mHTEpBaie oT 0,8
mo 1,5 [6]. Paspemenne Mexay THKaMH MeTa-
HUTpOaHWIMHA u 5,7-Onc-(Mera-HUTPOPEHUIAMHHO)-
4,6-muHATPOOCH30()ypOKCaHa, COCTaBWIO 9, a Mexay
UKaMH 5,7-6uc-(mera-HuTpOoeHUIAMIHO)-4,6-
JUHUTPpOOEH30(]ypoKcaHa u 5,7-nuxnop-4,6-
JuHUTpoOen3odypokcana — 2,9. Paspemenne mexmy
MUKaMH  OTIPENCIIEMBIX BEIIECTB SBISETCS BaKHBIM
MOKa3aTeIeM, XapaKTepU3YIOMNUM pPa3AeiIIONIyi0 CIIo-
COOHOCTh XpoMaTorpauIecKoil CUCTEeMBbl | MPABHIIb-
HOCTHb BBIOOpa yCIIOBUH XpomarorpadupoBaHus. bpu-
TaHCKasgs W EBpomeiickas (apmakonen peKOMEHIYIOT
3HaueHue pazpenieHns nukosB R>1,5 [7].
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Puc. 2 — XpomaTorpamma o4YMIIEHHOH cyOcTaHIHMH
5,7-0nc-(Mera-auTpodennmiaMmuno)-4,6-TMHUTPOGEH-
30(ypokcana ¢ konuenrpamueii 0,001 r/ma

I[lo 20 wmxx pactBopa 5,7-Omc-(meta-
HUTPO(EHUITAMHHO )-4,6- THHUTPOOEH30( ypOKCaHa
BBOJWJIM B XpOMaTorpa)uvecKkyio KOJIOHKY He MEHee
maTa  pa3. Bpems BeIxoma nuka 5,7-6uc-(mera-
HUTPO(EHUITAMHUHO )-4,6- THHUTPOOEH30( ypOKCaHa
cocraBmiio 4.72 MUH.

Jna nneHTHdUKanuy U ONpeaeTICHAS BpEMEHH
BBIX0/Ia TIOCTOPOHHHX IIpHMeECced: MeTa-HUTPOaHWINHA
u  5,7-muxnop-4,6-nuHuTpoOeH30(dypokcana  mapai-
JIETBHO HA MX OCHOBE TOTOBWJIN PAaCTBOP B alleTOHUTPH-
ne ¢ xonuentpanueit 0,25 mxr/mi. ITo 20 Mk pactBopa
OpUMeced MeTa-HUTpoaHWIuHa u 5,7-puxiop-4,6-
TUHUTPOOECH30(DypOKCcaHa BBOIWIM B  XpoMaTorpadu-
YEeCKyI0 KOJIOHKY HEe MEHee IISITH pa3 B BBIIICOIICAH-
HBIX YCIIOBHSX.

AHanu3 XpoMaTrorpaMMbl OYHIIEHHOW CyO0-
CTaHITIHI (pucyHOK 2) 5,7-6uc-(mera-
HUTPO(EHUITAMHHO )-4,6- THHUTPOOEH30(ypOKCaHa TIO-
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Kazal OTCYTCTBHE CHTHAJIOB MeTa-HUTPOAHWJIMHA U 5,7-
IuxIop-4,6-TMHATPOOEH30pypOKCcCaHa.
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Puc. 3 - XpomaTorpamma pacTBOpa CTaHIApTHOIO
o0pa3ma MeTa-HUTpPOAHWJIWHA W 5,7-guxjop-4,6-
ANHUTPOOeH30ypoKkcaHa ¢ KoHueHTpammen 0,25
MKT/MJI

ConepxaHue MeTa-HUTPOAHUIIMHA U 5,7 -TUXJIOP-
4,6-quauTpoOeH30(ypokcaHa B cybOcraHuu S,7-Ouc-
(MeTa-HUTpOGEHMITaMHUHO)-4,6-
IUHUTPOOCH30(ypOKCcaHa B mporeHTax (X) BEIYUCISIOT
o gopmyre:

Sl~a0~P-100 Sl-aO-P

X = =

S -aq-100-100-100 S - a; -10000
rae Sy — cpenHee 3HaYCHHE IIIOMIATH ITHKA COOTBETCT-
BYIOIIEH TPHUMECH, BBIYHCICHHOE II0 TPEM XpOMaTo-
rpaMMaM pacTBOpa CTaHAAapTHOTO oOpasma; S; — cpel-
Hee 3Ha4YCHHE IUIOMIaTy MHKa COOTBETCTBYIOMICH MpH-
MECH, BBIYHCICHHOE II0 TPEM XpOMaTorpaMMaM HCIIBI-
TyeMOTO PacTBOpPa; a; — HaBecKa CyOCTaHINH, B TpaM-
MaX; @y — HaBeCKa MeTa-HUTpOaHWIWuHA (5,7-AuxIiop-
4,6-muHUTpOOEH30(ypOKCaHa), B3sTas AN IIPUTOTOB-
JICHUs] CTaHAAPTHOTO pacTBOpa, B rpamMMmax; P — conep-
’KaHWEe OCHOBHOT'O BEIIECTBA B CTaHAApPTHOM oOpasie
IIpUMECH, B IlepecyeTe Ha Oe3BOAHOE BELIECTBO, B IIPO-
LIEHTaX.

CymmapHoe cojepxaHue TpuMeced (Mmera-
HUTPOAHUJINHA Hu 5,7-nuxnop-4,6-
IUHUTPOOCH30(ypOKCcaHa) B CyOCTAaHIIUU JOIHKHO OBITH
He 6omee 0,5%.

PesynbTaTtbl U ux o6cyxkaeHne

Jis noka3arenbCTBa MPABUIIBHOCTH M TOYHO-
CTH pa3pabOTaHHOW METOIAWKH OBLTH MPUTOTOBICHEI
TPH MOJICNBHBIX 00pa3iia CyOCTaHIIMK C 3aJI0KCHHBIM
collep)KaHWEM MpuMecei. Pe3ynbraThl aHamm3a Tpex
MOJEIBHBIX 00Pa3I0B NMPUBEACHBI B TabMIe 1 u 2.

W3 tabmumel 1 BHAHO, YTO 3HAYEHHE OTHOCH-
TEIHHOW MOTPENTHOCTH CPEIHETO Pe3ysIbTaTa KOJIMIECT-
BEHHOTO OTpeelieHUs] MPUMECH MeTa-HUTPOAHMIINHA B
MOJENBHBIX 00pasmax coctaBmiio 1,84 % u He MpeBbI-
maet 4 %.

M3 1abnunpl 2 BUAHO, YTO 3HAYEHHE OTHOCHU-
TEJIHLHOU MOTPEIIHOCTH CPETHETO Pe3ysibTaTa KOJIHYECT-
BEHHOTO  OIpejAesieHus mnpumecd S,7-guxiop-4,6-
TUHATPOOCH30(ypOKCaHA B MOJEIBHBIX 00pa3Iax co-
craBuio 1,86 % u He npesbimaet 4 %.



Tadanua 1 — KosnmuyecTrBeHHoe ompeneieHne Mera-
HUTPOAHMJINHA B MOJeJIbHOM odpa3ue (n=9, P=0,95)

3ano- Haiineno Mertponoru-yeckue

KEHO, T XapaKTePUCTUKU
r %

0,0020 0,0020 100,00 n=9, {=8, P=95 %
0,0020 0,0019 95,00 t (95 %, 8)=2,31
0,0020 0,0019 95,00 [1x=98,07 %
0,0025 0,0025 100,00 $’=5,46
0,0025 0,0024 96,00 s=2,34 %
0,0025 0,0025 100,00 RSD=2,39 %
0,0030 0,0030 100,00 A [1x=1,80 %
0,0030 0,0029 96,67 e=1,84 %
0,0030 0,0030 100,00

Tadanna 2 — KoamdecTBeHHOe ompenejenHue 5,7-
anxJjaop-4,6-1uHITPoOeH30(pypoKcaHa B MOJeIBLHOM
oopasue (n=9, P=0,95)

3ano- Haiineno Mertponoru-dyeckue

JKEHO, T XapaKTepUCTUKU
r %

0,0020 0,0019 95,00 n=9, {=8, P=95 %
0,0020 0,0019 95,00 t (95 %, 8)=2,31
0,0020 0,0020 100,00 0x=97,63 %
0,0025 0,0025 100,00 $’=5,32
0,0025 0,0024 96,00 s=2,31 %
0,0025 0,0024 96,00 RSD=2,37%
0,0030 0,0029 96,67 A [1x=1,82 %
0,0030 0,0030 100,00 (e =1,86 %
0,0030 0,0030 100,00

CrenoBaresbHO, pa3paboTaHHAs METOANKA KO-
JMYECTBEHHOTO OIPEACICHHs MpUMecel B CyOCTaHIIH
5,7-6uc-(Mera-HUTPOHEHWIAMHHO)-4,6- TAHUTPOOEH30-
(ypokcaHa METOZOM BBICOKO3(D(EKTHBHON >KUIIKOCT-

HOM Xpomatorpadueid XapakTepu3yercs TMpaBHILHO-
CTBIO M TOYHOCTBIO.

BbiBoAabl

Pa3paboTana meronnka KOTHYECTBEHHOTO OII-
peneneHus TOCTOPOHHHUX TpuMecel B cyOcTaHIuu 5,7-
ouc-(MeTa-HUTpODEeHUITAMIHO)-4,6- THHUTPOOESH30 (Y-
pOKCaHa METO/IOM BBICOKOI(()EKTUBHOHN KUIKOCTHOH
XpoMartorpadum.

Meton  BBICOKOI()(EKTHBHOHW  KUAKOCTHOU
XpoMmarorpaduy IMO3BOJISIET MOJIYYUTH JOCTOBEPHBIE H
HaJIS)KHBIE PE3yJIbTAThl, a TAKXKE MOXET OBITH HMCIOJb-
30BaH JUIs KOJMYECTBEHHOTO ONpENeNICHNs] IpUMecel B
cyocranmuu  5,7-6uc-(MeTa-HUTpODEeHUIAMUHO)-4,6-
IUHUTPOOCH30(ypOKCaHa.
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