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(57) Pedepar:

N306peTeHne OTHOCUTCH K aHanMTU4ECKOW XMMUMU.
B cnocobe pactBop npobbl ManeMHumuga B
KOHLIEHTPUPOBAHHOW YKCYCHOW KWCIOTe noaBeprawT
HUTpOBaHWO  cmecbio  1:1 KOHLIEHTPUPOBaHHbIX
a30THOW W CepHOWM KUCNOoT B TeyeHne 10 MUH npu
KOMHaTHON TemnepaType, nocrne 4ero obpabatbiBatoT
20-22% BOAHLIM pPacTBOPOM rMApoOKCUAA HaTpUS.

O6pasyeTca cofnb auu-opMbl XEnToro LUBeTa,
pacTtBop NoaKNCNAT 0,7-1,0 M 1,0M
XJI0pOBOJOPOAHON kucnoTor n npunmeatot 0,3-0,4 mn
0,6M BogHoro pactBopa xnopHoro enesa (lll).
O6pasyeTca pacTBOp SPKO-KpaCHOro LBeTa, KOTOpbIi
doTomeTpupyetca npy 315 HM OTHOCUTENBHO BOAbI B
1 c™m kioBeTe. TexHM4YeckMM pes3ynbTaTtoM SABMseTcs
NoBbILLEHNE YYBCTBUTENLHOCTW onpeaeneHus. 2 Tabn.
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(54) METHOD FOR QUANTITATIVE DETECTION OF MALEINIMIDE

(57) Abstract:

FIELD: analytical chemistry.

SUBSTANCE: in accordance to method, solution
of maleinimide sample in concentrated acetic acid
is subjected to nitration by mixture 1:1 of
concentrated nitric acid and sulfuric acid during
10 minutes at room temperature, after that it is
processed with 20-22% water solution of sodium
hydroxide. Yellow-colored aciform salt is formed,

solution is acidified with 0,7-1,0 ml 1,0 M of
hydrochloric acid and 0,3-0,4 ml 0,6 M of water
solution  of chlorine iron (lll) is added.
Brightly red-colored solution is formed, which
photo-metered at 315 nm relatively to water in 1
centimeter bath.

EFFECT: increased detection sensitivity.

2 tbl

Crtpanuua: 2

€9v¥88¢2¢ N

1 O


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2288463

10

15

20

25

30

35

40

45

50

RU 2288 463 C1

M3006peTeHne OTHOCUTCA K aHaNmMTUYECKON XMMUKN, @ UMEHHO K cnocobamM KOnMYeCTBEHHOIO
onpegenenna manenHumuaa. O6nacte NPUMEHEHUS - aHanM3 ManenHnMnaos.

M3BecTeH cnocob KONMYeCcTBEHHOrO onpeaeneHms MMMA0B NyTeM rmaponvsa aHanmanpyemon
npoObl BellecTBa € Nocrneayowmm TUTPOBaHMEM pacTBOPOM HUTpuTa HaTpus [Currna C., XaHHa
Ibk.I". KonnyecTBeHHLIN OpraHn4ecknin aHanma no yHKUuMoHanbHeiM rpynnam. M.: Xummusa, 1983.
C.180]. Hegoctatkom gaHHoro cnocoba siBNsieTcsl HeAOCTaTOUHbIV Npeaen onpeaenexHns u
HU3Kas CENEKTUBHOCTb, OOYCOBMNEHHAs! MCMONb3YEMOl peakLmen oua3oTUpPOBaHNS.

M3 n3eecTHbIX cnocoboB Hambonee OnM3KMM MO TEXHONMOIMYECKOW CYLLLHOCTM K 3asiBIIEHHOMY
cnocoby (NpoTOTMNOM) SABMASETCHA CNOCOD KONMYECTBEHHOIO onpeaeneHns
rekcameTunengumanemHuvmnga (FCMMAMW), 3aknovaowmimncsa B Tom, 4to npody MAMN,
pPacTBOPEHHYIO B KOHLIEHTPUPOBAHHOW a30THOWM KUCIOTe, nocrneaoBaTenbHO obpabaTtkiBatoT
peareHTamu (pacteopamu | 1 Il), nocne 4yero nonyyeHHsIn pacTeop oTomeTpupytoT npu 400
HM. PactBop | npeacraBnsieT cobom HATPYHOLLYI0O CMECb paBHbIX 0O bEMOB KOHLIEHTPUPOBAHHbIX
a30THOWM 1 YKCYCHOW KUCIOT U 06paboTKy BeayT Npu KOMHATHOM TeMnepaType B TeveHne 30
MUH. 3aTem BegyT obpaboTky pactsopom I, npeacrtaenswowmum 18-22% BoaHbIN pacTBOp
rmgpokcmaa Hatpus [Mcaes P.H., NoHuaposa C.B. Cnocob konu4ecTBEHHOrO onpeaeneHus
rekcameTuneHgnmanenHnmmaa. NateHt PO Ne2215283, 27.10.2003, Bton. Ne30]. Cnocob nmeet
HeJOCTaTOYHY YYBCTBUTENbHOCTL ONpeaeneHnii.

CyLWHOCTb N3006peTeHUs 3aKn4aeTcs B TOM, YTO AN NOBbILLEHNS YyBCTBUTENBHOCTH
onpegenennin npoby ManeMHMMmnaa pacTBOpPSIOT B KOHLEHTPUPOBAHHOW YKCYCHOW KMUCNoTe,
3aTeM nocnegoBaTenbHO obpabaTtkiBatoT peareHTamu (pactsopamu I, 1l u 1), nocne yero
pactBop cotomeTpupytoT npu 315 HM. PacTBop | npeactaBnsaeT cobon cmech paBHbIX 06 bEMOB
KOHLEHTPMPOBAHHbLIX a30THOW U CEPHOM KNCNOT, 1 0bpaboTky BeayT npu 20-25°C B TeueHne 10
MuH. Janee BegyTt obpaboTky pacteopom I, npeacrasnsiowmm 20-22% BOOHbIM pacTBOp
rmapokcuga Hatpua npu 20-25°C. 3aTtem annkBOTHYO YacTb pactBopa 1 mn nogkucnsawot 0,7-1,0
mn 1M xnopoBogopoaHon kucnoton n npunueatot 0,3-0,4 mn 0,6M BoAHOro pacteopa XJTOpHOro
xene3sa (lll), pasbasnstoT go 20 mn B rpagymMpoBaHHON Npobupke 1 botoMeTpupytoT npu 315
HM B 1 CM KiOBETE OTHOCUTENBLHO BOAbI.

N306peTeHne nnncTpmupyeTcs Ha crnegyroLmx npumepax.

Mpumep 1. MNMocTpoeHne rpagynpoBoOYHON 3aBUCUMOCTU. TOYHYI0 HaBecky 0,094 r
ManevHuMmMaa nomeLLarT B MepHyto konby emectumocTtbto 100,0 M 1 pacTBOpsOT B
KOHLEHTPUPOBAHHOW YKCYCHOW KMUCIoTe. [MonyyYeHHbIn cTaHgapTHLIN pacTBOp UMeET
KoHueHTpauuto 0,94 mr/mn. M3 nonydeHHoro pacteopa 6epyT pasnuyHble anuksoThl (oT 0,1 o
5,0 mn), noMeLalT B rpagympoBaHHble Npobupkn emkocThio 25,0 mn, npunueatoT 2,0 mn
HUTPYHOLLIEN CMEeCK (CMeChb paBHbIX 06 BEMOB KOHLEHTPUPOBAHHbLIX a30THOW U CEPHOWM KUCNOT) U
BblaepxuBatoT 10 MUH. 3aTeM HENTpanuaytoT nory4veHHbl pacteop 20-22% pacTBopom
rmgpokcmaa Hatpus oo obvema 20 mn. M3 nony4yeHHOro pactesopa anuvkBOTHYH Yactb 1,0 Mn
nomMeLlaoT B Apyryto npobupky, nogkucnsoTt 0,7-1,0 ma 1M xnopoBogoOpOAHON KACNOTHI,
npunueatoT 0,3-0,4 mn 0,6M BogHoro pacteopa xnopHoro xenesa (1), npyu aTom pacteop
npuobpeTaeT KpacHbI LUBeT. NonyyeHHbI pacTBop pasbasnsoT Ao 20 mn Bogow u
doTOMETPUPYIOT Ha dhoToanekTpokonopumeTpe npu 315 HM. PedynbTaThl NpMBeaeHbl B Tabnuvue
1.

Mpumep 2. Onpegenenne manemHMMMaa B KOHTPONbHOW Npobe. HaBecky Npobkl nopsaka
25,00 Mr pacTBopsilOT B MEPHOW konbe BMeCTUMOCTb0 25,0 MI B KOHLEHTPMPOBAHHOW YKCYCHOW
Kucnote. M3 nonyyeHHoOro pactsopa oTbmparoT Tpu cepun No 5 annkBoT B KaXXOOW B
rpagyvpoBaHHble Npobupku. 3atem B Kaxayto Npobupky npunusatoT 2,0 M HUTPYIOLLIEN CMeCH 1
nocre onepawui, aHanorM4yHbIX MOCTPOEHUIO FPadyMpoBOYHOro rpaduka (npumep 1),
doTOMETPUPYIOT NONyYeHHble pacTBopbl Npu 315 HM. Mo n3mepeHHON ONTUYECKOKW MIOTHOCTMU,
Nnonb3ysACcb ypaBHEHUEM FpadynpoBoYHoro rpaduka (y=0,162+0,02x) n yuntbiBas pasbasnexue,
Haxo4aT coaepkaHue manenHnmuga B npobe. PedynbTaThl aHanmM3a KOHTPOSbHbIX NPo6
ManevHuMmnaa npveeneHsl B Tabnuue 2.

TexHn4yecknm pesynbTaToM SBNAETCH NOBbILEHMEe YyBCTBUTENLHOCTU onpeaeneHus.
YyBCTBUTENLHOCTL onpeaeneHunit manenHnmuaa 0,24 mkr/mn. OnpegeneHnio He MelaroT
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BelLecTBa, He cnocobHble 06pa3oBbIBaTh COMM aum-opMbl U He nornoLyatoLme ceet npu 315

HM.

YyBCTBUTENLHOCTL OnpeAeneHns NnoBbILLAETCs N0 CPaBHEHUIO C NPOTOTUNOM Bornee yem B
nsaguatb pas (0,24 - mkr/mn npoTtus 5,0 MKr/MN ANg rekcameTuneHgnmanenHumMmuaa).

Tabnuua 1
3aBKCUMOCTb ONTUYECKOI NNOTHOCTM OT KOHLEHTPaLMUM ManemHnumMmaa
KoHLueHTpauu , MKr/Mn OnTuyecka NMOTHOCTb
0,24 0,170
0,47 0,174
0,71 0,179
0,94 0,185
1,18 0,187
1,41 0,193
1,64 0,197
1,88 0,201
2,12 0,205
2,35 0,209
3,53 0,230
4,70 0,258
5,87 0,284
7,05 0,308
8,20 0,333
9,40 0,361
10,58 0,381
11,75 0,414
Tabnuua 2

AHanu3 KOHTPOsbHbIX NPob ManenHumuaa (n=5, P=0,95)

BBepneHo, Mkr/mn

HaiipeHo, mkr/mn

S

2,35 2,1810,17 0,026
7,05 6,9410,12 0,021
10,58 10,36+0,18 0,018

dopmyna n3obpeTteHns

Cnocob Konn4yecTBEHHOrO ONpeaeneHns MmanevHumuaa nytem obpaboTkm pactsopa npodbl B
KOHLEHTPMPOBAHHbIX KMCITOTax U BOAHOM pacTBOpPE rMapoKcuaa HaTpus ¢ nocnenyroLwmm
U3MepPEHNEM OMTUYECKOWN NAOTHOCTU, OTNMYAOLWMNIACA TEM, YTO Npoby pacTBOPSIOT B
KOHLEHTPMPOBAHHOW YKCYCHOW KMCMOTE, 3aTeM NOCneaoBaTenbHO 06pabaTbiBaloT CMECHIO
paBHbIX 06 bEMOB KOHLIEHTPUPOBAHHbBIX a30THOW 1 CEPHON KucnoT (pacTeop |) npu TemnepaTtype
20-25°C B TedeHne 10 MuH, HelrTpanuayoT 20-22% BogHbIM pacTBOPOM rMApOKCHMAa HaTpus
(pacteopom ), nogkucnstot 0,7-1,0 mn 1 M xnopoBogopoaHou kucnoton n npunueatoT 0,3-
0,4 mn 0,6 M BogHOro pacteopa xnopHoro xerneaa (pacteop lll) n dpotometpupytoT npn 315 Hm.

Crtpanuua: 4



	Биб.поля
	Реферат
	Bibliography
	Abstract
	Описание
	Формула

