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MNaobpeTeHne OTHOCUTCH K MOMydYeHWuio
ONSTUNEHTPUAMUHE, KOTOPBIA WMCNOMbaylT B
KadvecTBe oTBepaWTens AnA 3MNoKCWOHLIX CMON.
Cnocof ocyLWwecTBRAT NyTEM B3aUMOdeRACTBINA
ouxnopsTaHa ¢ aTUneHanamMuHom n 20-30%-Heim
BOOHBEIM  pacTBopoM  ammuaka.  MonsHoe

COOTHOLUEHWE
AUXNOPSTaH eTUNeHgaMnuH . aMmMmAak  paBHO
1,0:0,25-0,5:1,5-2,0. Tlpouecc nNpoBodaT Mpu
TeMnepatype T=150-160°C n gaenexHun 0,5-1,0
MMa. TexHwdeckuid peaynbTaT - yBeNUYeHUe
CeNneKTUBHOCT, CHWXeHWe saTtpar.
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(57) Abstract:

FIELD: organic chemistry, chemical
technology. SUBSTANCE: invention relates to
a method of synthesis of diethylenetriamine
that is used as a hardening agent for epoxy
resins.  Method involves  interaction  of
dichloroethane with  ethylenediamine and
20-30% ammonia an aqueous solution. Mole

ratio  dichloroethane
ammonia = = (1.0-0.25) (0.5-1.5) . 20,
respectively. Process is carried out at
temperature T = 150-160 C under pressure

ethylenediamine

0.5-1 MPa. EFFECT: improved method of
synthesis, enhanced selectivity, decreased
cost. 6 ex
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Maobpetenne oTHocuTca K obnactm
anuaTUyecknx gu- U NonMaMmMHoOB, B YacTHOGCTH
K onstuneHTpuamuHy (O3TA), KoTOpbIR HaxoanT
WWPOKOE MPUMEHEeHWe B KAa4YecTBe aMWHHOrO
OTBEPAOMTENA ANA 3NOKCWAHBIX CMCI, & TakKe B
TEXHOMormu OCHOBHOIO (Taxenoro)
OpraHWYecKoro CUHTeza W NorMMepoB.

MaBecTeH crnocod nony4yeHus
atuneHanammHa (34A) v JOTA HarpeBaHWem
auxnopstaHa (AX3) ¢ 60%-HbIM  BOOHLIM
pacTBoOpoM  aMmmuaka npu  145-180°C u
naeneH 9.5 MlMa B MONbHOM COOTHOLLUEHWK
OX3:NH3, paBHom 1:92. Beixog, 3OA n 3TA -
87,2% 1 11% cooTBeTCcTBEHHO [GB 1147984,
PXX - 1970 - 5H123[M].

Hepoctatkom crnocoba  ABnaeTcA
WCKMIOYUTENBEHO BONbLLIOA M3BBITOK aMMuaka K
HW3KWA BeIXOA, 3 TA.

MaBecTHBl cnocoBbl nonyveHus  30A ©
nonustuneHnonuamuHoe  (MN3MA), BKMYan
OOTA, BaaumopeicTerem AXI ¢ 77-78%-HbIM
BCOAHBIM PAcTBOPOM aMMiWaka nog AaenexHvem 9
MMa npv 110-130°C [ITALI 617348, 1961;
ITALI 631883, 1962].

HenoctaTkom WM3BECTHbIX cnocobor
aBnaeTca HU3KKWA Bobixog O9TA W Gonbllon
M30LITOK aMMUaKka - BeCCBOE COOTHOLIEHWE
OX3:NH3=1.9, a Takke Bonblune
3HepreTMYeckne 3aTpathbl.

HanConee ©OnNWakMMm K 3adBNEeHHOMY NO
CYLUHOCTU faBRAeTcs cnocof COBMECTHOMo
NoNyYeHUs aUUKIUMYECKMX U LUKNUYECKUX OX- W
nonuaMmMHoOB B3aVMoaeAcTBMEM OX3 c
73-78%-HblM BOOHBIM PACTBOPOM aMMiaka npu
pasneHn  7,5-8  MIlla Kn  Temnepartype
110-130 °C, MONbHOM COOTHOLLEHWA OX3I:NH3,
paBHOM 1:6,5-7.5 [AC 721432, CCCP, onyon. BA
1980 r., 10].

HepoctaTkom cnocoba ABnaeTcA TakKe
HW3kMA  Bbixog [O3TA ©n  ero  Huskas
CEeNeKTUBHOCTE -  OCHOBHBEIMM  NPOAYKTaMu
apnawTcd 3SOA, LMKNUYecKWe aMUHEl U BeICLIKE
ManA.

3apava naobpeTteHua - paspaboTtka cnocoba
nonyveHna J3TA M NoBLbILWLEHWE CENEKTUBHOCTU
npouecca.

TexHWdeckid peaynsTart Npy UCNonL3cBaHuK
naobpeteHnsa BeIpaXaeTcs B MOBLILIEHUN
CENeKTUBHOGCTHK npouecca nonyyeHusa
OUSTUNEHTpruaMmnHa npu OfHOBPEMEHHOM
CMATYeHUM YCINOBUIA NpoBeaeHus npolecca.

BhllleykasaHHbIA  pesynstar  nonydeHus
OVaTUNEeHTp1MaMmMHa Ha OCHOBE AMXNiopaTaHa W
aMMMaka npu MOBHIWEHHOHW Temnepatype W

AaBneHnn AocturaeTca 0COBEHHOCTEID,
3a|cr|+oqa+ou_||e|7|csq B TOM, MTO AJAuxnopstaH
nodeepratot B3aNUMOLESHCTBUIO C

aTuneHgMammrHoM KW 20-30%-HblM  BOAHBIM
PacTBOPOM aMmmmuaka npv Temnepartype
160-160 oC n  pasneHwu 0,5-1 MMa npu
MOMbLHOM COOTHOLUSHWK

AUX0paTaH: STUNEHAMAMUH aMMAaK, PaBHOM
1,0:0,25-0,5:1,5-2,0.

CyLHOCTL M3ctpeTeHns aaknioyasTes B TOM,
uTo OX3 BIanMOASHACTBYET G STHUNEeHAUAMUHOM
M BOAHBIM PAacTBOPOM aMMMaka B MOMNBHOM
COOTHOLLEHWM 1:0,25-0,35: 1,6-2 npwM
Temnepatype 150-155°C w pasnedum 0,5-10
MlMa B TeuyeHue 5-6 yacos.

Cnoco®  NOACHAETCH  CredylowuMm
npUMepamMu.

Mpumep 1. B peakTop cUHTe3a zarpyxawT 93
r {0,294 mong) OX3, 18,82 r (0,31 mona) 34A,
31,96 1 (1,88 mond) aMmmnaka B Buae 25%-Horo
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BogHOro pacteopa, MonbHOe CooTHOWeHWe
OX3: B80A ammmaka pasHo 1,0:0,33:2,0.
PeaKUWOHHYIO CMect HarpeBalwT B TeudeHue 6
yacos npu 150-155°C u gasnenunn 0,5-0,6 MMa.

PeaKLl,I/IOHHyK) CMeCb oXnaxgakT, nepeBoddT
Ha HerTpanusaTop " obpabaTbiBaloT
35-46%-HbIM PAcTBOPOM S4KCro Hatpua WNnu
kanug, nocne Jero o06Ge3BOMMBAOT TBEPAOK
nagectblo (NaOH unn KOH) n nepercHswot
BaKyyMOM.

Monyyator 79,9 r (76,6 Mac.%) npodykra
crnedyowero coctasa, Mac.%: nunepasuH - 4,63

(3,69, O3TA - 71,21 (61,7,
N-({ p-aMWHO3TUM)NUNEPA3NH
(N-ammHosTnnNunepasuH) - 14,65 (11,70),

TpuaTuneHTpuammH  (T3TA) - 1,54 (1,23),
TeTpasTUneHneHTamuH (T3MA) - 6,43 (5,13),
COedMHEHMS HEeYCTaHOBMNEHHOro cTtpoeHns - 1,54
(1,23).

Mpumep 2. AHanorMyHo, B YCMOBUAX
npumepa 1, B peakrtop sarpyxatot 95,04 1 (0,96
mona) OX3, 144 r (0,24 monqa) 90A, 326 r
(1,92 mong) ammmnaka B Buae 25%-Horo BoAHOro
pacTeopa. MoneHoe COOTHOLLEHWe
OX3:50A:NH3=1,0:0,25:2,0.

PeakUMOHHYI0 GMeck BblIASpKMBAOT MpK
180 °C W pagnenwn 0,5-0,6 MIMa B TeyeHue 6
vacoB. [pomyKTbl peakunM BbIAEnsioT B
ycnoBksx npumepa 1. MonydyatoT 94 1 (96,8%)
npoaykra cnegywlero cocraea, mac.%: O3TA -
77,81 (75,3); N-A9MN - 955 (9,2), TOTA -
1,12 (1,08);, TONA - 10,67 (10,03);
HeW3BecTHble coeguHeHnsa - 0,85 (0,8).

Mpumep 3. B ycnoeuax npumepa 1 B peaktop
aarpyxatt 99 r (1 meonsb) OX3, 16,8 r (0,28
vona) O0A, 34 r (2 mona) avMmyaka B BuAe
30%-Horo  BoAgHoro  pacteopa.  MonbHoe
COOTHOWeHWe [OX3: 3HA: NH3=1,0.0,28:2,0.
CopepKkMMOe peakTopa BblAepXWUBalT  Mpu
155-160°C n paeneHun 0,6-1,0 MMNa B TeyeHne
6 yacoB. MpoayKT BeIAENSIOT B BhILLEONUCAHHBIX
ycnoeusax. lMonyyaoT 88 r (85,6%) npoaykra
cnegyowero cocraea, Mac. %: nunepasvH - 2,73
(2,4), O3TA - 7502 (66,0); N-A2M - 9,83
(8,65); TOTA - 1,21 (1,06); TOMA - 1,45 (1,27).

Mpumep 4. B ycnoeuax npumepa 1 B peaktop
sarpy;atot 99 r (1 Monk) X3, 30 r (0,5 mongd)
O0A, 2555 r (1,5 mong) ammuaka B BUae
20%-Horo  BogHOro  pacteopa.  MonbHoe
cooTHoweHne OX3:30A:NH3=1,0:0,5:1,5.
PeakunoHHylo  cMecb  BblASpPKMBAOT  NpU
150-155°C v pasneHuun 0,5-0,7 MlMa B TevyeHne
8 4acos. [llonyyvator 81,7 1 (80,5%) npodykra
cnegyroLwero coctaea, Mac.%: 30A - 544 (4 4);
nunepasnH - 1,2 (0,98), OOTA - 66,88 (54,6),
N-A3M - 12,15 (9,9), TOTA - 7,27 (5,9), TAlMNA
- 4,66 (3,8), NpoayKT HEWM3BECTHOMO CTPOEHWA
-2,2(1,8).

[Mpumep 5. B peakrop zarpyxawt 98 r (1
monb) OX3, 42,5 r (2,5 mona) ammuaka B Buae
25%-Horo  BoAgHoro  pacteopa.  MonbHoe
COOTHOWeHWe [OX3:30A:NH3=1,0. 056: 25,
PeakunoHHylo  cwMecb  BblASpPXKMBAOT — NpU
130-145°C n paeneHun 0.4-0,5 MMNa B TeveHue
8 vacoB. [NpoAyKTbl BbIOSMAOT B YCNOBUSX
npumepa 1.

Monywator 78,2 1 (76%) npoaykra coctasa,
Mac.%: 30A - 41,1 (32,14), nunepasnH - 1,25
(0,97), N-A3MN - 45 (3,5), TOTA - 8,54
(6,67), TONA - 536 (4,19), coegmHeHWA
HeyCTaHOBMEHHOro cTpoenuns - 4,2 (3,28).

Mpumep 6. B yenoeuax npumepa 1 B peaktop
sarpy;atot 99 r (1 mone) OX3, 60 r (1 Monk)
3fA, 51 1 (3 mond) ammiraka B Buae 25%-Horo
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BoAgHoro pacTeopa. MonbHoe CooTHoWeHue
OX3:90A:NH3=1,0:1,0:3,0. PeakynoHHy cMecCb
BblAepKMEAT npu  130-150°C ©  pgaeneHWn
0,5-0,7 Mla B TeyeHWe 8 uyacor. [lpoayKThl
BbIAEMAT B  BbILEONUGAHHBIX  YCNOBUSAX.
Monyyatot 74,6 1 (72,5%) npoayKkra cnegyloLero
coctaea, Mac. %: J0A - 422 (31.48),
nunepasnH - 2,15 (1,6), O3TA - 32,3 (24,09),
N-A3M - 6,72 (501), TOTA - 8,46 (6,31),
TOMNA - 542 (4,04), coegnHeHKUA
HeyCTaHOBMNeHHOro cTpoeHus - 2,75 (2,05).

Mpumepsl 1-4 NpY YCNOBUM BhIOESRKUBAHWSA
3as8BNAEMbIX NapamMeTpoB npouecca NnonyyeHus
OUBTUNEHTpHaMKUHA MCATBEPXKOAT  BbICOKYHO
CEeMNeKTMBHOCTL  Npouecca WM JawT  BLIXOL
rOTOBLIX NpoaykToB 80-96 8%.

C yBenuyeHWeM MOMBHOMC GCOOTHOLIEHWA
aTUnNeHaMaMmHa 1 aMMuaka npouecc  naet
HECENEKTWBHO WM Hapsay C AWNSTUNEHTPUAMUHOM
0BpaayTCA aUMKNUYECKUE U LUKITUYECKUe OWU- U
NoONUaTUNeHnonMamuHel. Hawbonee

onTUMankHas ~ Temnepatypa  npolecca
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nonyyeHusa OWMaTUneHTphamMuHa 150-160 °C. C
YMeHbLUEHWEM KOHUEHTpaLMM aMmMMaka B Bode
YBENUUMBAOTCH B HEKOTOpPOW  cTeneHu
NPOAOMAKUTENEHOCTE CYHTE3a W BbIXOL LEeneBoro
npocaykra.

KlcnonbaoeaHWe cnocoba NO3BONNT
NOBLICUTE CENEKTWBHOCTL NPoLecca 1 Npy 3TOM
CHW3WTL gaeneHwe ¢ 7,5-8,0 MMa oo 1,0 MMa n
WCKNIOYUTE BONLLUOH pacxon aMMuaka, uTo B
KOHEYHOM WTOre BeeT K CHWXKEHWKO 3aTpar.

(Dopmyna I/I306peTeHI/IF|:

Cnoco6 nonydyeHws OWsTUNeHTpUaMUHa Ha
OCHOBE  OMXNOpaTaHa W amMuaka  npu
NOBBILLEHHOW  TemnepaType W OaBfieHuu,
oTNWYaINACH  TeM, JTo  OWMXNOop3aTaH
noageprawT B3aUMCAEHCTBHIO c
sTuneHgmammHoMm K1 20-30%-HbIM  BOAHbLIM
pacTBOPOM aMmMuaka  npd  TemnepaType
150-160 °C 1 paeneHuu 0,51 MMa npu
MOIMBHOM COOTHOLUEHWK
AUXNOPSTaH:STUNEHANEMUH aMMUaK, PaBHOM
1,0:0,25-0,5:1,5-2,0.
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