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ONrHE3ALWWNTHbLIE COCTABbI AN APEBECUHbI
HA OCHOBE NMPOAYKTOB AECTPYKUUNU
NOJINYPETAHOB ANSTUNIEHTPMUAMWNHOM

PaccMOTpPeHbI MNofly4YeHHble Ha OCHOBE MPOAYKTOB AECTPYKUMN NONUYPETAHOB AUSTUNEHTPUAMUHOM
BbICOKO3((EKTMBHbIE OrHe3alMTHble COCTaBbl A8 APEBECUMHbI, COAepXKalle aMMOHWUNHbIE COMN
0L.-aMUHOMETUNEHPOCPOHOBBIX KMCNOT. MeTtogamu VIK-cnekTpockonmm 1 razoxXmnakoCTHOW XpoMaTo-
rpacum, COBMELLEHHOW C MacC-CNeKTPOMETPpUEN, N3ydeHbl MPOAYKTbl AeCTPYKUMX NoanypeTaHa aum-
3TUNEHTPUAMUHOM. [lepBrYHasa oueHKa 3(PdeKTMBHOCTM a30TPOCHOPCOAEPXKALLUMX OrHE3aLLNTHbBIX
COCTaBOB Ha OCHOBE NMPOAYKTOB AECTPYKLMY MONNYPETAHOB AN3TUIEHTPUAMMHOM NOKasana, YTo npu
pacxofe 6onee 140 r/M2 BCe OrHe3allMTHble COCTaBbl 0becrneyBaloT NoTepio Maccbl 0b6pasLoB ape-
BeCUHbl MeHee 9 %.

KnioueBble cnosa: noNinypeTaH,; ON3TUNEHTPNAMWNH, aMMOHUINHbIE COMNn (x-aMI/IHOMeTl/Iﬂqu.')OCCpO-
HOBbIX KMCJOT, OrHe3alnTHada Bq)qDEKTI/IBHOCTb; OeCTpyKunsa.

Ha ocHoBe MHOTOBEKOBOTO OIIBITA Y UETIOBEUECTBA CJIO- o  TOJMypeTan mapku Vibrathane 8000 Ha ocHoBe
JKUJIOCH JI0CTATOYHO 0OOCHOBAHHOE MPEICTABIEHHE O 4,4'-nmupeHnIMETaHIMM301IMaHATa — CIIOKHOTO I10-
BBICOKOW HOXAapHOM OMACHOCTH JPEBECHHBI, KOTOPOE nuddupa HA OCHOBE aJMIMHOBOI KUCIOTHI U [IN-
JIUIITHUK Pa3 MOATBEPIKAACTCS COBPEMEHHON CTATUCTH- Korist, oTBepanTens — 1,4-Gyranmuon (I);

KoM 110’kapoB. TeM He MeHee IpeBeCHHa JI0 CUX IIOP sIB- o noinyperan Mapku NDI 3937 na ocHose 1,5-na¢-

THJICHINU30LMaHaTa — CJIOKHOTO MOIMI(pHupa Ha
OCHOBE aIIMITHHOBOM KHUCIIOTHI M TIIUKOJIS, OTBEPIH-
tenb — 1,4-0yranauon (11);

e monmyperan mapku TDL 630 Ha ocHoge 2,4-Toy-
WICHANN30IMAaHATa — CJIOKHOTO MOJIHMA(pHpa Ha
OCHOBE aJMITMHOBON KUCIIOTHI U ITIMKOJIS, OTBEPIH-
tens — auamet X (I11).

JecTpyKuuio MpoBOIWIM B TPEXTOPIOBOK KoJjibe,
cHaO)KEHHOM MepeMeIIMBAIOLINM yCTPOUCTBOM U 00par-
HBIM XOJIOIUJILHUKOM, Ipu Temieparype 140—180 °C.
Maccosoe coorHomenue IIY u ausTHIEHTpUaMUHA
(A9TA) uzmensutock B akcniepuMenTax ot 1:1 mo 1:2.
Bpewmst peakumu cocrasisio 3—5 u. [Tocne oxnaxnenust

JACTCA OOHUM U3 CaMbIX MOMYJIAPHBIX CTPOUTCIIbHBIX
MaTepHaoB, U HECIy4ailHO MpoOieMe CHIDKCHUS ee
HO>KapHOI OTTaCHOCTH yJienseTcs 00bIIoe BHUMaHHE
[1,2].

Panee Ha kadeape TeXHOIOTUH TepepadOTKH ITac-
THYECKHX Macc, a ceifuac Ha Kkadepe 1esuIoI03H0-0y-
Ma)KHBIX TIPOM3BOJICTB M MEPEepadOTKH MOIMMEPOB
YpambCcKoro rocynapcTBEHHOTO JTECOTEXHIYIECKOTO YHHU-
BEPCHUTETA MPOBOIMIIUCE U MIPOBOSATCS PAOOTHI 110 YTH-
JIM3alui reTCPOUECTIHBIX TOJIMMEPOB C MOJYYCHUEM Ha
OCHOBE IPOJIYKTOB AE€CTPYKINH OTHE3AUTHBIX COCTa-
BOB JUTsI IpeBecHHbI [3-5].

Llenpio 1aHHO# pabOTHI ABIACTCA HOMYYCHHE a30T-  [ponyKThl AMUHOJIN3A IIPEACTABISUIE CO6O0ii MacTo006-
(ocopconeprkalix OrHE3aUTHBIX COCTABOB UL pe- pa3HbIE BEIIECTBA TEMHO-KPACHOTO IBETA.
BECHHBI Ha OCHOBE IIPOAYKTOB AECTPYKLUHUHU OJIMYype- [pomyxte! nectpykimu [TY (1) auaTrIIeHTpHAMHHOM
TaHoB (IIY) 1 usydenne ux cBOUCTB. OBLIM TIPOAHATN3UPOBAHBI METOIOM T'a30KHIKOCTHOM

B paboTte ncronb30BauCh OTXO/IbI MTOJINYPETAHOB xpomarorpadun Ha mpudope “GC 2010” ¢pupmsr “Shi-
npoussonctea HIIO “Yuukom-Cepsuc” (r. IlepBo-  madzu” (SInonus) ¢ miaMeHHO-HOHU3AMOHHBIM JIETEK-
ypainbck, CBepasoBcKas 00J1.) Ha OCHOBE CIIOXKHBIX O~ topoM (I'X-ITH1]]), kBapLieBO KalTMIUIAPHOIN KOJIOHKOH
mmdupos (I-11D) (puc. 1): ZB-5 nnunoit 30 M, tuamerpom 0,25 MM, ¢ TOJILIUHOK
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Puc. 1. [Tormyperans! nponssoactea HI1O “Yunkom-CepBuc” Ha 0CHOBE CIIOKHBEIX TosmddupoB mapku: (I) — Vibrathane 8000;
(I1) — NDI 3937; (III) — TDL 630
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Puc. 2. JlanHbIe Ta30)KUAKOCTHON XpoMaTorpaduu, COBMEIIEHHON ¢ Macc-CIeKTpoMeTprei, mpoaykra aectpykiwm 1Y (1) IOTA
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Puc. 3. UK-criextps! 4,4'-mMetnnenguanuinia (/) u ocajka, BBIICICHHOTO U3 IPOIYKTa AeCTPYKUnH (2)

rureHkn 0,25 MKM (TTOTMMETHIICHITOKCaH ¢ 5 % dheHmIb-
HBIX Ipynn). HayanpHast reMneparypa KOJIOHKH COCTaB-
nsna 40 °C (Bbluepikka 3 MUH), 1aJiee €€ HarpeBalu co
ckopocteio 10 ¢/mun 1o 280 °C (BBIIEpKKa 2 MUH).
Temmneparypa ucnapurens — 250 °C, ngerekropa —
300 °C. I'a3-HOCHTEH — a30T, KO3(PPULKUEHT AeTeHHs
noroka 1:30, pacxos uepe3s KoaoHKy azora 1,0 Mj1/MuH,
00bem mpo6st 0,001 mit.

Amnanu3bl ObUIM IIPOBENICHBI B IHCTHTYTE OpraHu-
yeckoro cunresza uM. 1. S. [TocroBckoro Ypanbckoro
otnenenust Poccuiickoit akagemun Hayk. [list ananmza
TOTOBHJIH PacTBOPHI 00PA3IOB B METAHOJIE C KOHIICHT-
pammeit 10-15 mr/mn. Unentudukanuro mpoBoamIu ¢
HCIIONb30BaHMeM 0a3bl Macc-criekTpoB NISTO0S, Wiley
(puc. 2).

W3 maHHBIX Ta30’)KUAKOCTHOW XpOMaTOrpa(um, co-
BMelnIeHHOU ¢ Macc-crektpomerpueit (IKX-MCO),
CJIEIyeT, YTO MPOUCXOIUT monHas nectpykuus [TY (I).
B peakimonnoii macce nocie aecrpykuuu ITY (1) o6na-
PY’KEHBI: STUIICHIIUKOIb, 1,4-0yTannuorn, 4,4'-meTunex-
JUAHWIUH U U3 TUICHTPUAMHEH.

OcaxieHneM Boj10# 13 peakimoHHoi Maccel [TV (1)
OBLJT BBIICIICH XJIONTLEBUIHBIHN 0canokK. [Tocie mpoMbIB-
KM JUCTHJTMPOBAHHOW BOJIOW 0calloK ObLT IpoaHau-
3upoBal MetogoMm MK-crekrpockonuu (puc. 3).

Kax Bumno u3 puc. 3, B UK-cnexkrpax npucyrcr-
BYIOT TOJIOCKHI ToriomieHust B oomactu 3440-3300 u
3300-3250 cm ', KOTOPBIE COOTBETCTBYIOT BAJICHTHBIM
konebanusaM —NH-rpyniibl B nepBUUHBIX aMuHaX. Kpo-
Me TOTO, B CIIEKTpaXx BEIIECTBA IPUCYTCTBYIOT MOJIOCHI
norouteHus B o6aactu 2950-2850 cm !, KOTOpBIE CO-
OTBETCTBYIOT BaJICHTHBIM KoneOanusim C—H-cBsi3u apo-

MaTHUYECKOTO KOJIbIIa. B crieKTpax HaOI0Mat0TCs 100~
cbl nomtowenus B oostactu 1650—-1580 u 1430 CM_l, KO-
TOPBIE XapaKTePHbI COOTBETCTBEHHO JIJIs AeopMaIin-
OHHBIX KoJieOaHnit N—H-cBs31 B IEpBUYHBIX aMUHAX U
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Puc. 4. [Tannsie [’ KX-MC kpuctajuimueckoro ocajaka
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BaJleHTHBIX KoneOanuii C—N-CBsI3M B apOMaTH4IEeCKOM
amuHe [6—9]. UK-cniekTp ocazxka, BbIZIEIEHHOTO U3 IPO-
nykra pectpyknuu I1Y (I), mpenrtnuen MK-cnexrpy
4,4'-meTniieHIMaHIHA. Takum 00pa3oM, BbIICIICHHBIM
ocajikoM 3 mpoaykra aectpykiuu 1Y (1) sBusercs
4,4'-metunenuanuiud (IV).

[Ipu HEeWTpanM3any CONSTHONW KUCIOTOM MPOTYKTa
nectpykiuu I[TY (I) B ocanok Beimano 6enoe KpucTa-
auyeckoe BeniecTBo. Ilociae mpoMbIBKH JUCTHIUIUPO-
BAaHHOH BOJOH OCaJOK OBLT MPOaHATH3UPOBAH METO-
JIOM ra30’KUIKOCTHOM XpoMaTorpaduu, COBMEIIEHHOM
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Puc. 6. Cxema nmoyueHust OTHE3aIUTHOTO COCTaBa
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Puc. 5. Xumusm npouecca gectpykuuu 1Y (I) AOTA

¢ macc-cniekrpomerpueii (I 7KX-MC) (puc. 4). Io nan-
HBIM [JKX—MC, BbIICIICHHBIM BEIIECTBOM SIBJISCTCS
aJMIKMHOBAs KUCIIOTA.

Ha ocHoBaHuM IUTEpaTYPHBIX JaHHBIX U PE3yJIbTa-
ToB [ dKX-MC n UK-cnekTpockonuu MoKHO Mpearno-
T0XUTh, uTo nectpykius [1Y (1) IDTA nporekaet mo
MeXaHH3MY aMHHOJIH3a ¢ 00pa30BaHUEM TITHKOJIBCOCTAB-
ssirotuX (V), aMujia aIMIMHOBOM KUCIOThI U MOYEBHH-
HBIX TIPOM3BOJHBIX Ha OCHOBE 4,4’ - eHUIMEeTaH 1~
n3onmanara u JI9TA (VI)[10-13]. lanee peakiust mpoTe-
KaeT Mo MeXaHU3My Tupoiu3a. [IoCKoIbKy MOITHOCThIO
HEJIb3s1 HCKIIIOYHTD COJICPYKaHKE BJIaru Kak B BO3/yXe,
TaK U B UCXOJHbIX COEIMHEHHUSX, B pe3yibTare 1eicTBUs
BOJ1bI Iipu Temrieparype 170 °C npoucxoauT NecTpyKIus
MOYEBHHHBIX IPOU3BOAHBIX C 00pazoBaHueM 4,4'-meTH-
nenpuanwrHa (IV), yrekucioro razau JI9TA [14—16].
Xwummzm niporiecca nectpykmmu [TY (1) IDTA npencras-
JIeH Ha puc. 5.

Amnanoruuno osuty uccaenoBanbl [TY (1) u ITY (I10).
B pesynbrare necneroBaHus MpoayKTOB necTpykunu [TY
(IT) u (I1T) 6BLTO yCTAHOBIIEHO, YTO OHU COZAEPIKAT apo-
MaTryeckue AuamMuHbl: 1,5-HadTunennuamuH, 2,4-Tomy-
WICHIUAMUFH, a TaK)Ke IMaMUJI aJIUITUHOBON KUCIIOTHI,
IJIMKOTM M M30BITOK AMATHICHTpHAMUHA. [IpOmyKTHI
JECTPYKLUHU UCTIOIB30BAIUCH B peakiun Kabaunuka —
®duzica B Ka4eCTBE aMHUHOCOCTABIISIONIETO KOMITOHEH-
Ta JIJIsl CHHTE3a O.-aMHHOMETHICH()OCHOHOBBIX KHCIIOT
apoMaTHYeCcKoro U anudaruaeckoro psaa [17]. Peakmm-
OHHYI0 Maccy nocie GochopuInpoBaHusl, COIEPIKAILYIO
CMECh Ol-aMHHOMETHICH(POC(HOHOBBIX KHUCIIOT, HEHTpa-
JIN30BAJIM BOJHBIM pacTBOPOM aMMHaka 1o pH =7 ¢ moury-
YEeHHEM CMECH aMMOHUIHBIX COJIEH O.-aMUHOMETHUIICH-
(ochonopbix kucaoT. [lomyueHHBII pacTBOp aMMOHUH-
HBIX COJIEH OBUT UCTIBITAH B KAYECTBE OTHE3AIIUTHOTO
cocrapa (O3C) nns 1peBecHHbl, CXeMa IOJIy4eHuUs KO-
TOPOTO MPEJCTaBICHA Ha puUC. 6.
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KpaTkas xapaktepucTmka Mr3nko-XmmMm4eckmx CBOMCTB orHesa-
LLMTHbIX COCTABOB Ha OCHOBE NPOAYKTOB AecTpykumu MY (I1=II1)

Ucxonupiii | ILIOTHOCTS, Maccosasn VcnoBHast H
MOJINYpeTaH r/ oM’ ﬂé’;’;fz:%zo BSI3KOCTb, C P
Iy () 1,14 54,4 11,4
Iy (1) 1,16 57,3 11,0
ITY (II1) 1,21 59,6 13,2

Puc. 7. Cxema ycTaHOBKH JiJIs1 OTHEBBIX UcTIbITaHUN THa OTM:
1 —30HT; 2— MeTaIUTMICCKHIA KPIOYOK JUTS KpEeTUIEHHs 00pa3ia;
3— obpa3sen; 4 — KepaMUUECKHi KOpoO; 5 — ra3oBasi ropeska;
6 — WTaTUB; 7 — 3epKajio

Kparkue dusnko-xummueckue CBOUCTBA MOIyUCH-
HBIX OTHE3ALUTHBIX COCTABOB HA OCHOBE IIPOIYKTOB JIE-
crpyxuuu I1Y (I-111) npuseacHs! B Tabnure.
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Puc. 8. 3aBucumocts norepu Maccsl ApeBecuHbl oT pacxona O3C
oy (I-11) I5TA

IlepBuuHas orieHKa OrHE3AIIUTHBIX CBOMCTB COCTA-
BOB ObljIa oINpeneicHa Ha 00pasiax COCHbI pa3MepoM
150x60x30 mm. Cxema yCTaHOBKH JJIsI OTHEBBIX UCIIbI-
tannii Tuna OTM npezcraBiena Ha puc. 7.

Ha ocHoBe JaHHBIX ObUIM IOTY4YEHbI 3aBUCUMOCTH
MOTEPHU MacChl 00pasLoB ApeBecuHbI OT pacxona O3C
(puc. 8).

Takum 00pa3om, Ha OCHOBE MPOAYKTOB AECTPYKIIUH
Iy (I-1I) A9TA nomydeHsl BbICOKO3()()EKTUBHBIC
azordocdopcoaepKalre OrHe3aUTHbIe COCTaBbI s
npesecunbl. [Ipu pacxone or 140 r/ e IIOTEPS. MACCHI
JIpeBecHHbI cocTanisiia Mmenee 9 %. B nanbueiiem mia-
HUPYETCS MPOBEICHUE UCTIBITAHUIA TOJTy9eHHBIX OTHE-
3aIUTHBIX cocTaBoB cortacHo CIT12.13130.2012 [18].
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ABSTRACT

The purpose of this paper is to obtain nitrogen phosphorus flame retardants for wood-based products
of destruction of polyurethanes by diethylenetriamine and study their properties. Destruction pro-
ducts are a mixture consisting of diamines, glycols, and also, the diamide of adipic acid and an excess
of diethylenetriamine. Destruction products used in the reaction Kabachnik — Fields as amine compo-
nent to synthesize o.-aminomethylenephosphonic acids, and aliphatic aromatic. The reaction mass
after phosphorylation containing mixture oi-aminomethylenephosphonic acids neutralized with aqueous
ammonia solution to pH = 7 to give a mixture of ammonium salts of a-aminomethylenephosphonic
acids. The resulting solution of ammonium salts of a.-aminomethylenephosphonic acid was tested as
a flame retardant for wood.

Initial evaluation of the efficiency of nitrogen phosphorus flame retardants based on destruction
products of polyurethanes by diethylenetriamine showed that at a rate of more than 140 g/m? all flame
retardants provide weight loss samples revesiny less than 9 %.

Keywords: polyurethane; diethylenetriamine; ammonium salts of a-aminomethylenephosphonic
acids; fire-retardant efficiency; destruction.
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