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Annomayusn: B npoyeccax oKucieHus op2anu4ecKux coeouHeHusi MoIeKyIApHbIM KUCI0poOoM 00 2uopone-
POKCUOOG U OPY2UX YEHHBIX KUCTOPOOCOJePACAUUX cOCOUHEHUT 8 KaUechee Kamanu3amopa uuporo Ucnob3yiom
N-zuopokcughmanumuo (N-I'©H). Huskaa pacmeopumocms N-I'QH ¢ Henonapusix opeanuveckux cybcmpamax
dadce npu NOGLIULEHHBIX MEMREPAmYPax i GO3MOHCHOCHTL OeCHPYKIMUBHO20 PACRAOA 3ampyoHsen pabomy ¢ HuM
U RPUBOOUM K He0OX0OUMOCMU AHAIUMUYECKO20 KOHMPOJs. H3yueHa 03MONCHOCHb OnpedeieH s CoOepiICanle
N-I'©H 2azoxpomamozpagpuyeckum memooom. N-I' DI nenocpedcneenno He onpeoeaiont U3-3a 6bICOKOI NONAP-
HoCmU MONEeKVAbl. Paccmompenst eozmoorcnocmu onpedenenus N-I'OH ¢ eude O-anxunkurvhovix # O-ayuibHulx
npou3eOOHBIX. O-QIKUIKUIBHbIE NPOU3GOOHBIE NPEONOIAzanock HOIVYAMb no peakyuu ButvayMcoua, mbo obpa-
Gomxoil Juazoanrkanamu (Ouasomemarom). Ilepegwlii HOOX00 oKazalcis HeNPUMEHUM npu pabone é noayMuUKpo-
macumabe. Ilpu obpabomre N-I'QI ouaszomemarnom obpazyviowuiics N-memorcudpmanumuo peazupyem c us-
ObIMKOM OUa30Memanda, Ymo npugooum x crudicenuto gvixooa N-MO®DH. Konuvecmeenuvie pe3ynsnianbt Oblau
HONYYeHbl NPU RPUMEHEHU & Kavechee gHympenHezo cmanoapma gmanumuda (memoouxa Nel). O-ayunshsie
npouseooHsle noaydan ayemunupoganuem N-I'DH ykcycHviv anzudpudom 6 cpede nupuouna (memoouxa No2).
C nomougwro memoouxu Nel usyyero enusarHue memnepamyput Ha pacmeopumocms N-I'@H e n-kcunone, H-Oekane,
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yuriozekcanone u cmecu yuxiozexcarnona ¢ N-I'@H xnopbensonom.

Knrouesvre cnosa: N-eudpoxcudpmanumuod, N-memoxcudpmanumuod, N-ayemokcumanimuo, 2a30Xpomamo-
epaghuneckoe onpeoeienne, 2a304CUOKOCHHASL XPOMAMozpaghus.

Abstract: N-hydroxyphthalimide (N-GFI) is widely used as the calalyst of the oxidation processes of organic
compounds by molecular oxygen to hydroperoxide compounds and other valuable oxychemicals. The low solubil-
ity of N-GFI in non-polar organic substrates even at high temperatures and a possibility of the destructive disin-
tegration complicate working with it and require analytical monitoring. The possibility of the N-GFI content de-
termination is studied by the gas-chromatographic method. N-GFI itself is not defined directly because of high
polarity of a molecule. The possibilities of determination of N-GF1 in the form of O-alkylic and O-acylic derivatives
are considered. O-alkylic derivatives were supposed to be received on Vilyamson's reaction or processing by
diazoalkanes (diazomethane). The first approach was inapplicable during the work in semi-micro-scale. When
processing N-GFI by diazomethane, the formed N-methoxyphthalimide reacts with an excess of diazomethane. It
leads to decreased yield of N-MOFI. Quantitative results were received af application of phthalimide as the inter-
nal standard (technique No. 1). O-acylic derivatives were received in acetylation of N-GFI by acetic anhydride in
the pyridine medium (technique No. 2). The influence of temperature on the solubility of N-hydroxyphthalimide in
p-xylene, n-decane, cyclohexanone and a mixture of cyclohexanone with chlorobenzene was studied by means of

technique No. 1.

Key words: N-hydroxyphthalimide, N-methoxyphthalimide, N-acetoxyphthalimide, gas chromatographic de-

termination, gas liquid chromatography.

N-rugpokcupramavuy (N-IT'OH) — oxmx wu3
HauOoIee MEPCIEKTHBHBIX KATATH3aTOPOB a3pO0OHOTO
OKHCJICHHs PA3HOOOPA3HBIX OPraHMYECKUX COeIHHe-
HHUIl B THAPOMEPOKCUIBI U APYTHE LIEHHBIC KHCIOPO-
CoJep KalllHe COCAMHCHUA, B TOM UHCIIE, U B MPOMBIII-
neHHBIX MacmrTadax [1-3]. N-I'dUH obmamaet psagom
CBOHCTB, 3aTpydHstomux padoty ¢ HuM. OH mioxo
PacTBOPEM B HENOJPHBIX cyOcTparax (ammdaruuc-
CKHE U ATKHJIAPOMATHYECKHE YTIEBOAOPOIbI), PACTBO-
pUM B MOJIPHBIX PACTBOPHTC/IAX (ALCTOHHTPHI, VK-
cycHasg kucnoTa [4, 5]. M3BecTHBI OecuBeTHas H OKpa-
ureHHas (opmer N-I'OH, oOpasyromuecs B 3aBHCHMO-
CTH OT YCIOBHH CHHTE3a H KpucTamxnuzauud [6]. B
VCIOBHAX MPOLIECCOB a3poOHOoro okuciacHuia N-I'OH
cnocoOcH K ACTpaJaluu, MPHIEM Ha CKOPOCTB MOCIIE -
Heii Bauser pH cpeast [7]. Bee stu obctostenscTea
NPUBOJAT K HEOOXOZMMOCTH KOHTPOJIMPOBATH HE
TOJBKO KaY€CTBO HCXOJHOIO KaTaaH3aTopa, HO H €ro
COJEpKaHHE B PEAKUHOHHOH Cpele B MPOIECCE OKHC-
JICHHAL.

HecMoTps Ha 3HAYUTEIBHOE YHCIO PadOT, MOCBS-
LIEHHBIX CHHTE3Y, H3YYEHHIO CBOICTB H NPUMEHEHHIO
3TOr0 COCAMHCHHA, CBSACHUI O METOJAX aHATHTHYC-
ckoro onpeaeneHust N-I'®H cpapauTensHO Mano. [Tpu
H3y4YcHHH pacTBOpuMOcTH N-I'OH B apoMaTHYeCKUX
PACTBOPHTENAX H YKCYCHOH KHCIOTC HCTOINb30BAIH
meroanl BOXKX [4, 5]. ImeroTcs cBexeHus 00 onpeae-
neHun MetoaoMm IDKX mpomssoasbix N-I'OHM — N-
ITOKCH(TATUMHIA [6] H N-(2,3,4,5,6-
neHTaropoeHsnndrammvmuaa) [8]. BepostHo, N-
I'dH MosxHO OIpeaeaATh U METOJAMH OPTaHUYECKOTO
()YHKLHOHAIBHOTO aHAIN3a [9], OCHOBHIBAACH, HATIPH-
MCp, Ha KHCTOTHBEIX CBO¥cTBax ¢ro HO-rpymmer. Ox-
HAKO, MPUCYTCTBHE B COCTABE NMPOJAYKTOB OKHCICHHUSA
OpPTraHHYECKUX BEIIECCTB COCAMHECHHUI, CIIOCOOHBIX B3a-
HMOJEHCTBOBATh co 1enouamu [10, 11]. uckmouaer
BO3MOKHOCTH TAKOTO MOIXO0A.

Henpro HacTOAmEH padoTHI ABIACTCA pa3paboTka
ra30XpoMaTorpa)H4ecKiux METOAHK onpeaeacHus N-
I'®U B opranmyeckux cyocTparax.

OKCITIEPUMEHTAJIbHASI YACTb

N-I'oH $upmsr Aldrich (97%) ucnoassosaau 6e3
JOTIOTHHTCIIBHOM OHHCTKH.

N-metokcu@pramamug (N-MODPH) noayuanu 00-
paboTkoii N-I'®H {i0 AUCTBIM METHIOM B IPHCY TCTBUH
NaHCO3 B aumerungopmamuae [12]. Tlocne ymane-
HHA JHEMCTHI(OPMAMHAA B BAKyYME BOJOCTPYHHOTO
Hacoca ocagok N-MO®U aeaskael nepekpHCTaLIN3O-
BbiBamy 13 3Tanoma. T. mn 135°C. M3secTHbIC 3HAYC-
HuA T. 1. 142-143°C [12] n 133-135°C [13]. N-
AUETOKCH()TATHMU/ ITOIYYANH aleTHINpoBaHHEM N-
I'®U cmechio YKCYCHBIM aHTHIPH | MHPHIHH B COOT-
HoweHuu 1 : 1 mpu 100°C B reucnne 120 mun [14]. B
YHCTOM BHJC €TO HC BBIACIUIH, N-McTHadramumusg
(N-M®H) nonyyann oOpaboTKOi pacTBOpa (ramu-
MHIA B AUCTOHHTPHUJIEC Ta3000pa3HBIM THA30METAHOM.
IMocne yaanenus pacTBOPUTEIA B BAKYYME BOZOCTPY H-
HOTO HACOCA OCAJ0K TPHXKIBI TCPCKPHCTATH3OBBI-
Bayu w3 3tanona. T. . 134°C. M3BecTHOE 3HAYCHHC
T. . 134°C [15].

@ramMuI 4. JBAKIBI NEPEeKPHCTALIH30BBIBAIH
u3 Boabl. T. . 238°C. l3BecTHOE 3HAUCHHUE T. ILL
238°C [15]. MeruareTpagckanoar 4. 0OpabaTeiBaIH
JNA30MCTAHOM H TIOJABEPTaal PEKTH()HKALMA B BAKY-
yMe. Mcnonb3yeMelii mpenapar coacpakai no JaHHbIM
KX e meHee 99% OCHOBHOTO BEILECTBA.

PactBop amazomerana B 3(pHpe MOIYYAIH MyTEM
OapOoTHpOBaHHUA Ta3000pa3HOTO JHA30METAHA HCpE3
oxmaxaeHHbt 10 5°C gmstminossri a¢up (Octo-
posxHo! Mcmonb30BaTh 3aIIMTHELA 2KpaH, 04kH). u-
a30METaH moayyaiad mo Metoauke [16]. Ero xoHueH-
TPALHIO B JTHITHIOBOM 3(HpPC ONMpEACIAIH COTTACHO
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[17]. Ucone3yeMelLil pacTBOp COAEpAKAI 0.5-0.6
MOJIb/TT THA30METAHA.

Tpuko3aH 4., aUCTOHUTPHI 4., AUMETHI(PopMa-
MHJ 4., TI-KCHJIOJ 4., XJOPOCH30T 4., ITUKIOTCKCAHOH
4,, H-ACKAH Y. WCTOJB30BAMH 0C3 AOMOTHUTCIBHOL
OYHCTKM.

[Tpu m3yyueHUH BIWAHHA BpeMeHH 00paboTku N-
I'dH u praaumuaa guazomeTanoM Ha Bbixoa O- u N-
AJKHIBHBIX TPOU3BOJIHBIX CMCECh HM3BCCTHBIX KOJIH-
YCCTB 3THX BCIICCTB H BHYTPCHHETO CTAHIAPTA (MCTH-
narerpaaexaHoara) ( mo ~0,05 r) pacTBopsIM B aLETO-
HuTpHiae (15 M) U K 3TOMY pacTBOpy AodaBmsian 15
MJI HACBHIICHHOTO PACTBOPA AUA30METAHA B JMITHIIO-
BOoM 3(upe. B otOupaemsic mpoObI ¢ HETBIO pa3noxke-
HHJ HENPOPEArHPOBABLIETO JAWA30METAHA MO KATUIIM
mobasmsn 10% pacTBOP YKCYCHON KUCIIOTHI B ALETO-
HUTPHJIE 00 OOCCIBEYUBAHUA COACPKHMOTO. 3aTeM
nMpoOBI KOHIICHTPHPOBAIN B BAKYYMC BOJOCTPYHHOTO
HAacoca M XpoMarorpapHpoBam.

H3yuyeHne BIHMAHHA TEMIEPATypbl HA PACTBOPH-
MOCTh N-I'®M B opraHuyeckux pacTBopureix. B
K00y Ha 25 Ma momMemany 10 M1 pacTBOPHTEIS M H3-
obrTounoe koauuectBo N-I'OH. Kondy repmernyecku
3aKPBIBATH H TIOMEIIATH B TEPMOCTAT, B KOTOPOM TO.1-
Jep;KUBANACh 3aJaHHASA TeMIeparypa ¢ TOYHOCTBHIO
+0.1°C. Coaepumo¢ K0JIOBI IEPHOINICCKH BCTPAXHU-
BaJTH H Yepe3 4—8 yacoB (Kak peKOMEHIYETCS B paboTe
[5]) onpeaensanu koaH4eCTBO pacTBopeHHOro N-I'GH.

Memoouka Nel onpedenenus codepicarui N-
I'®H ¢ opeanuveckux cybcmpamax. ATNKBOTHYIO
YacTh MPOOHL, COACPKAMYIO 3+6-107% Mmoms N-T'OH,
NOMEIIAIN B NPOOMPKY M yJATAIH OCHOBHYIO 4acTh
pacTBOpHTEJS B BAKYyMe BOJOCTPYHHOro Hacoca. 3a-
TeM J00aBLIIH pPACTBOP BHYTPEHHETO CTaHIApTa
((pranumup) B aueronutpuie (3610 MmMob (raau-
MHIA) U mocie pacTBopeHusa ocaaka N-I'OHU mpu
BCTPAXWUBAHHUHM NPHIHBAIH 2 MJI 3(HPHOrO pacTBOpa
amazoMeTana. Ilocne BRIACP/KKH PCAKLIHOHHOH CMECH
npu 20°C B TeueHue 70 MHH H30BITOK JHA30METAHA
Helirpammsosamm 10% pacTBOpOM YKCYCHOI KHCIOTBI
B aueToHUTpuIe. [Tpo0y KOHLEHTPHPOBAIM B BAKYYME
BOJOCTPYHHOrO Hacoca ¥ ocrarok moaseprami KX
ompeaencumto. Konnenrpammo N-T'®U (Crep) pac-
CUHTBIBATH IO (opMY JIC:

Fos
N AoE ~ E N fio I
o MOJIB/IL,

rae o, — KOHICHTPAIUA CTAHIAPTA, MO/, Fropr
H Foy — MIOmM@au XpoMmarorpa(puyeckux NMHKOB N-
I"®U u cranaapra, COOTBETCTBEHHO:, Kop — KO PHIIH-
CHT cTaHAapTH3aumu. [Tocacaauil onpeaemm B cne-
LHATBHBIX OMBITAX TPH XPOMATOTPA()HPOBAHHH H3-
BECTHBIX KOJHYECTB OMPEICTSIEMOr0 KOMIIOHEHTA H
craHzapra. Jlng JeTeKTopa MOHH3ALMH IUIAMCHH H
NMPUMEHEHHH B KAYECTBE CTAHAAPTA METUITETPAAEKA-
Hoara Ky, paBusl 1.83 £ 0.08 (n =8, P =0.95) qma N-
MO®H u 1.59 £ 0.08 (n =8, P =0.95) qma N-M®DHU,
cooteeTcTBeHHO. [Ipn ompeaenernn N-MO®H ¢ uc-
MOIb30BAHHEM B KAYECTBE BHYTPCHHETO CTaHIapTa N-

MOH K., =1.15+0.09 (n =8, P=0.95).

KX  omnpenenenue N-meTokcH(pTamUMuIa mpo-
BOJAWIH C IPHMEHEHHEM KOTOHKH (2000 x 3 MM), co-
acpskameii 5% cunukona OV-17 Ha xpomatoHe N-
AW-cynep mpu 185°C; BHyTpeHHHI1 CTaHAAPT — Me-
TUITCTPAACKAHOAT MM (DTaTMMHET,

Memoouxa No 2 onpeodenenus coodepoicanus N-
I'®H 6 opeanuveckux cyocmpamax. AJTHKBOTHYIO
YacTek MpoOkL, coAepkantyro 1+5-107> Mmmos N-T'OH,
MOMCIIATH B TPOOUPKY. T0OABILIN PACTBOP BHYTPCH-
HEro CTaHAapTa (TPUKO3aH) B XJI0pOEH301€ H yAATSAIH
OCHOBHYIO 4ACTh pacTBOPHUTENICH B BaKyyMe BOJO-
CTPYHHOTO Hacoca. 3areM J00aBmsumH 1 M CMECH VK-
CYCHBIH aHruapua : nupuaud (1 : 1) u Harpesaau npu
100°C B Teuenme 120 mmu. Jdna ompeaencHus N-
AUETOKCH()TAIUMHUIA HCIIOIB30BAIH KOJIOHKY (400 * 3
MM), cogepxkamyio 5% cunnkona XE-60 Ha Xpoma-
ToHe N-AW-cynep, Temneparypa 160°C.

PE3VIJIbTATBI MU UX OBCYXJEHHE

PaccmoTpeHne yIOMAHY THIX BBIIIE TUTEPATY PHBIX
JaHHBIX mokasano, uro N-I'®H metozom 1KX Hemo-
CPEACTBEHHO HE OMPEIEI0T. JTO 00CTOATEIBCTRO,
OYEBHIHO, CBA3AHO C BBHICOKOH MOIAPHOCTHI0 N-I'®HU,
3aTPyAHAIOLIEH €r0 OYHCTKY XpoMaTorpaduuecKuMu
MeTogaMu [18]. JeiiCTBUTEALHO IMPH HCIOJB30BAHUH
ama KX onpeaencama N-I'OM HemoasmkHBIX (a3
0OV-17, OV-210, XE-60 3To BemecTBoO HE AaBATO XPo-
Marorpa()MYecKux MHKOB AK€ B CIy4ae KOPOTKHX
(500 — 1000 MM) HACATOUHBIX KOJIOHOK.

Cneposarensro, At KX onpenencaus N-I'OH
0oJee MepCNCKTUBHBI OTMEYEHHBIE Bhbime O-ankuib-
HBIC M, BO3MOHO, O-auunbHbIC NPOH3BOAHBIC N-
I'®U. U te, u apyrue u3BECTHBEI B XHMHH 3TOTO COEIU-
HeHmst [13, 18], O-amKWIKWIBHBIC TPOM3BOIHBIC
00BIYHO MoayuaroT 1ubo peakuueii Bumbsmcona [0,

12, 13]:
// NalCO; (1)
C[ NOH LO o @: NONa 4-

mi6o oOpadorkoit N-IT'OU amazoankanammu,
HAIIPUMED, :ma'someTaHow [13]:

2
Crée=- Crge

0O6a HO,L[XO,I[a B LLUTHPYCMBIX BBIIIC pa60Tax npu-
MCHAIHCH [T TPCHAPATHBHOTO TOIYUCHHA N-
merokcu(prammuaa [13]. Iosatomy ceeaeHus o J0-
CTHTHYTBIX BBIXOAAX MPOAYKTA B peakuuax (1) u (2)
BKJIFOYANOT U ONEPALUH BBIICICHHA H OYHCTKH CHHTE-
3HPOBAHHBIX IIPENAPATOB.

+CH,N,
NOH —-
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Puc. 3asucumocmu evixoda N-memoxcugpmanumuoda (1) u N-memunghmanumuoa (2) om epe-
menu oopabomru N-I'@H u pmanumuoa ouazomemanom.
Fig. Dependence of the yield of N-methoxyphthalimide (1) and N-methylphthalimide (2) on the
time of processing N-GPI and phthalimide by diazomethane.

[MomsITKM MCMOIB30BaTh peakiio (1) 111 moy-
ueHu N-MO®H B noaymMukpoMaciuTade He MPHBEIH
K BOCMPOH3BOMMBIM pe3yiabTaraM. [Ipu sToMm B kade-
CTBE KaTanu3aTopoB N-aJIKHIHPOBAHUA HOJHCTHIM M-
THJIOM HCHBITHIBATHCH TPHATHWIAMHH [19], mupuaun
[6], xapOonat kanus [20], a B Ka4eCTBE paCTBOPUTELL
qavetiapopmamus [ 12], mumernncynepokcun [20] u
AueTOHHTpPHI [6].

JuazoMeraH B3aMMOICHCTBYST C KapOOHOBBIMHU
KHCIOTAMH TPAKTHYCCKH MTHOBCHHO. [T0CKOJIBKY CBE-
JACHHUA 0 CKOPOCTH B3aUMOJCHCTBHS 3TOTO pecarcHra ¢
N-I'®H oTCyTCTBYHOT, TO HYyXKHO OBLIO OLCHHTbH
BpeMsi, He0OX0JMMOE A/ MPEeBPALLEHH IOCIEIHErO B
N-MO®H no peaxuuu (2). a Taroke yOSIUTHCA B OT-
CYTCTBHH IOOOYHBIX PEAKIIUIA.

M3yueHO BIHAHWEC BPpeMECHH 00pabOTKH pacTBOpa
N-I'®U B aueToHuTpHIE H(PHPHBIM PACTBOPOM JAHA30-
meraHa npH 25°C na pesyasrarel [DKX onpeaeneHus
N-MO®H (puc. 1. kpusas 1). Buano, 4ro KHHETHYE-
CKasd KpHBasg HAKOIUICHHA N-MeTokCH(TamHMuaa
HMECT MAKCHMYM, XapaKTCPHBIH 111 MPOMCEIKY TOUHBIX
npoaykToB. B o61actu makcuMmyma, KOTOpBIH JOCTH-
ractca uepes 10 — 20 mun, Boixog N-MO®H coctae-
naeT 0k010 67% Ha ncxoaueni N-I'OH. Xapakrep ku-
HETHYECKOH 3aBHCHMOCTH KpHBOii 1 (puc. 1) cBuge-
TEIbCTBYET O MPOTCKAHWUH HApsay C peakuuei (2) u
psAaa moOOYHBIX PEAKIHH.

M3BecTHO, YTO KAOOHHIBHBIC TPYNIBI (PTAICBOTO
AHTHApUIA (CHHTCTHHCCKOTO TpPCAUICCTBCHHHKA N-
I'®H) cnocoOHEl B3aHMOJCHCTBOBATE C JHA30METa-
HOM 110 peakuus (3) [21]:

0 0®
<o, d—cn,—R=n (3
b L] N\,
/0 /0 —_—
RN RN

Ecnu npeanonoxuTe, 4TO B PEakIMIO THMNA (3) MO-
JKEeT BCTynarh He T0abK0 N-I'OU, Ho 1 N-MO®U, 10
Ha0JF0JacMAas KHHCTHYCCKAA KaPTHHA H3y4aeMoil pe-
AKUMH CTAHOBHTCSH MOHATHOH. [ICHCTBHTEIBLHO, YCTA-
HOBJICHO, 4T0 00padoTka 0.029 M pacteopa N-MODU
B ALUETOHUTPUJIE Ia3000pa3HbIM AHAZ0OMETAHOM B TE-
yeHHe 3 B 10 MHH NPHBOANT K YMCHBIICHHK KOHLCH-
Tpauuu N-MO®H 10 0.026£0.001 Mu 0.013 £0.001
M COOTBETCTBCHHO. 3aMCHA ALCTOHUTPUIA HA IPYTHE
pacTBOpHTETH (METHIALETAT, ITHPHIUH, TUMETHIDOP-
MaMH), 4 TAKKS HCTOIb30BAHHE KATATUTHYCCKUX J0-
0aBOK METaHOJIA MPHBOIUIH TOJMBKO K CHHIKCHHIO BbI-
xo1a N-MO®H no cpasHeHuro ¢ obpadorkoit N-I'OH
JUA30METAHOM B ALETOHUTPHIIE.

Bmusane moGoYHBIX peakuuii Tuma (3) Ha pe3yib-
Tatsl onpeacacHusa N-I'OH MoKHO CYIICCTBCHHO CHH-
3UTh, €CIH HCIOJNB30BaTh B KAYECTBE BHYTPEHHETO
CTaHAapTa BELICCTBO, KOTOPOE IO CBOMCTBAM OJHM3KO
K N-I'®H. B kauecTBe TAaKOro BEMECTBA OBLT HCTIBITAH
¢rammvua. [Ipu odpaborke (ramamuma 3(pupHEIM
PACTBOPOM IMA30METAHA B TEX JKE YCIOBHAX, UTO H N-
I'®U, obpazyerca N-MOU:

0 o] A
7 : & (4)
N +CHN, BN
NH ——— NCH; .
C/ -N, C/
Y \\0

3aBHCHMOCTH BBIX0JA TMOCJICTHETO OT BPEMEHH 00-
paboTku npeAcTaBieHa Ha puc. 1, xpusas 2. M3 puc. 1
BU/IHO, 4TO (hpraJuMuj B3aHMOJCHCTBYET C AHA30META-
HOM C MeHbIIeH ckopocTrio, yeM N-I'®H u, uro obpa-
syromuiicss N-M®U ¢ auazoMeTaHoM € 3aMETHOMH CKO-
POCTBIO HC B3aHMOJCHCTBYCT. [ocae BEIACPKKH peak-
HHUOHHOU cMmecH B TeueHue 20 yacor BeIxoa N-MOU
OKazanca OmM3KuUM K KoaumuecTBeHHOMY. M3 pmc. 1
TAKKEe BHOHO, 4TO 4epe3 70 MHH IOCTIC HA4aa Peak-
e Berxoaa N-MO®U n N-M®OU 6amu3kn. 310 06CTO-
ATENBCTBO OBLIO NCTIONB30BAHO AN KOTHYECTBEHHOTO
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onpeaencHus N-I'®H (tabn. 1).

Pesynerars! onpeaencuna N-I'OH B ero aneronu-
TPUIBHBIX PACTBOpPAX H3BECTHOH KOHLEHTpPALHU
(Tabn. 1) CBHICTEIBCTBYIOT O NPABHJILHOCTH METO-
aukH Ne 1.

YOoMsHY ThIiH BBILIC AITCPHATHBHBII OYTh NEpe-
Boga N-I'OH B O-aueTHIsHOC MPOH3BOJIHOC MONKET
OBITH PEATH30BAH B VCIOBUAX H3BECTHBIX I ALETH-
JTHUPOBAHUS rlupoxcn-rpvnn chpTOB [10 11, 14]

Z +(CH,CO ©)
Non  H(CHCORO0_ \NOC CHj |
/ (nupwmﬂ) /
\ -CH,COOH
Om{am, oOpasyrommiics mpu  3ToM  N-

+RCOOH
-CH;COOH

C//O C//O
NOC —CH, \IO(‘—R
% e
Peaknuu tuna (6) — (9) MOIyT IPOUCXOAUTh KAK
MPH MOATOTOBKE MPOD, TaK U B MPOLIECCE XPOMATOrpa-
(puposanus [10, 11], 1 BHOCHTB NOTPEIIHOCTH B OTIPE-
aencuue N-I'OH. Ho, kak BUAHO U3 yPABHCHHH peak-
uuii (5) — (8) TakHe MOIPEemIHOCTH B 3HAYMTEIbHOM
Mepe MOTYT ObITh CHIGKEHBI ITPH UCTIONb30BAHHH H3-
OBITKA VKCYCHOTO AHTHIPUIA.
PesyabTaTel onpeaeneHus W3BECTHBIX KOTHYECTB
N-I'®H ¢ npumenennem metoauku Ne 2. mperacras-
JIEHHBIE B Ta0J1. 2, CBUACTEILCTBYIOT O MPABHILHOCTH

Tadmua 2. Pesynasrarel onpeaeiaeHus N-ruapokcu()TaIuMUIA B €10 ANCTOHUTPIIIBHBIX PAacTBOPAX H3BECT-

HOIf KOHLEHTpauuu 1o Metoauke Ne2 (n=6, P=0.95)

Table 2. The results of determining N-hydroxyphthalimide in its acetonitrile solutions of known concentrations

by technique No.2 (n=6, P=0.95)

Beexaeno, ¢ x10°, M HaiincHo (;i—ﬁx)x103, M 5
0.641+0.008 0.6340.03 0.04
1.0940.01 1.07+0.03 0.03
2.1140.02 2.1340.07 0.03
4.8940.07 4.940.2 0.03

Tabmuua 1. PesyapTats onpeaenenus N-ruApokcH()TaIUMUIA B €I0 AUCTOHHTPHILHBIX PACTBOPAX U3BECT-

HOH KOHLEHTpauuu 1o meroguke Nel (n=6, P=0.95)

Table 1. The results of determining N-hydroxyphthalimide in its acetonitrile solutions of known concentra-

tions by technique No.1 (#=6, P=0.95)

Bseneno, ¢ x10°, M Haiizeno (X £1x)x10% M S
0.071+0.001 0.069+0.004 0.05
0.470+0.007 0.48+0.02 0.04

0.9540.01 0.9740.03 0.03
1.82+0.02 1.8310.06 0.03
5.2440.08 5.2840.17 0.03

ancrokcupramumun [22] mpeactaBnser coboif HE
CJIOKHBIIT 2(hup (KaK B CIIyyae aUeTHINPOBAHHS CITHP-
TOB), a cMeIIaHHbIi anruapuy [23]. CeeacHuii 0 Xu-
MHYCCKHX CBOHCTBAX N-alETOKCH()TATHMHAA CPABHH-
TEILHO Maj0. M3BECTHO, UTO OH MOKET OBITH HCIOJIb-
30BaH I CCICKTHBHOTO AICTHITAPOBAHHA THAPOKCH-
IPYIIIBI MyPAHOBOH KUCIOTHI [23]

0 O
C// C//
N
ROH + :Noﬁfcns — RO—(u'—CH}+ NOH,
C C
0 o] ¥
\\0 Y

a mpu 180 — 190°C moasepracTcs TOMOIHTHYE-
CKOMY pacna;lv no N—O cea3u [22]'

4 7
NOL —CH; —» N + 0 C CH4y
C\\ O

Kpome Toro, aHruapuas KﬂpﬁOHOBBlX KHCIIOT, B
TOM YHCJIC M CMemanHsie, [24] yxe npu 20°C BCeTy-
MA0T B PCAKIUH C KAPOOHOBBIMH KHCIIOTAMH, THAPO-
nepokcugamMu (peakuust Tuna (6) u sogoii [10, 11, 241:

(6)

METOA.

N-auerokcuraanmug 0oJee MOIAPHOE COCIUHE-
Hue, yeM N-MO®M. Ero cumMmeTpHUHBIC XpOMAaTO-
rpa()HueCKHE MUKH OBUTH IOy YCHBI TIPH HCIOIb30Ba-
HHH KOPOTKHX (400 MM) HACAJOYHBIX KOJIOHOK C HEMO-
nBmkHOI (pazoit XE-60. OgHako, mocie aHanam3a He-
CKOJBKHX JECATKOB MPo0 KAYeCTBO pa3AeIeHus yXya-
[Iaercs v TpeOyercs 3aMeHa HACaJKU C HEIIOABHIKHOM
(hazoii. [To-BUAMMOMY, 3TO ABICHHC CBA3AHO C B3aHMO-
JEHCTBHEM AUCTHIHPYIOIIECH CMECH C KOMIIOHEHTAMH
HEMOABIKHOIT (pasel. B Toxke BpeMs, pasnokeHHe H3-
OBITKA YKCYCHOTO AHTHAPHAA B PEAKUHOHHOH CMecH
00paboTKo¥ CIIUPTOM HJIM BOAOH B JAHHOM CIy4ac He-
MPHEMIIEMO H3-3a peakiii (6) u (9). Ecnu npeamnomo-
JKUTh, YTO CYHICCTBYFOT HETIOIBWKHBIC (Da3bl, MPUTO-
Hble Qi1 onpeaeneHns N-aneTokcu(raiuMuaa H oa-
HOBPEMEHHO YCTOIYMBBIE K XHMHYECKOMY B3aHMO-



BectHuk Kys0acckoro rocy1apcTBeHHOrO TeXHHUECKOTO YHHBEpcHTeTa, 2018, Ne 3, ¢.62-69
bopkuna I'T"., Boponuna C.I'., lopomenko M.A., [Ipoxopenko B.C., Xyasakosa EB., ITepkens AJL... 47

Tabnuua 3. BrusHue TeMOepaTypbl HA paCTBOPUMOCTE N-THAPOKCH(TATHMHIA B HEKOTOPBIX OPTaHHUYECKHUX

pactBopureniax (n=6, P=0.95)

Table 3. The influence of temperature on the solubility of N-hydroxyphthalimide in some
organic solvents (n=6, P=0.95)
PacteopuTens t,°C Conepsxanue
N-ruapokcuraruMuaa
o+A, % Macc. Sr
Hexan 150 0.021%0.001 0.04
120 0.014+0.001 0.05
100 0.013+£0.001 0.05
n-Kcunon 130 0.46+0.02 0.04
110 0.31+0.01 0.03
100 0.24+0.01 0.04
60 0.061+£0.003 0.04
25 0.030+0.002 0.05
[{ukI0TeKCAHOH 120 8.7+0.3 0.03
100 8.4+0.3 0.03
25 3.1+0.1 0.03
4.0 M pacTBOp LHKIOTCKCAHOHA B 120 3.8+0.1 0.03
XJI0pOCH307I¢ 100 3.240.1 0.03
25 1.01+0.04 0.04

JEHCTBHI0 C AUETHIHPYIOLIMM PEAareHToM, TO METO-
auka Ne 2 BEpOATHO MOJKET OBITh HCIOJIB30BaHA /I
KOJTHUCCTBECHHOTO ompeaciacHust N-I'®H B opranuye-
CKHX CcyOCTparax.

C nmomompro MeToauku Ne 1, OCHOBAHHOH HA Te-
pesoae N-I'OU B N-MeTOKCHIIPOH3BOAHOE, OBLIH IIO-
Ty4YCHBI KOTHUCCTBCHHBIC JAHHBIC 110 BIMSHHIO TCMIIC-
patypsl Ha pactBopuMocTh N-I'®H B n-kcunone, H-1e-

KaHe, OUKIOTeKCAaHOHE H B 4 M pacTBOpe LHKJIOTeKCa-
HOHA B XJ10pOeH301€ (Tadma. 3).

Hannpie Tabna. 3 MOATBEP/KIAIOT NPABHIBHOCTD
MeToauKH No 1 M, Kak HAACIOTCA aBTOPBI, OKAXKYTCS
MOJIE3HBIMHU HCCIEA0BATEAM, paboTaromum B 00ma-
cru karamuza N-I'OUW mpoueccoB kuako(azHOTO
OKHCJICHUSl OPTAHMYECKUX COCAWHEHUI MOJIEKYILIp-
HBIM KUCJIOPOJOM,
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