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YK 517.302:517.822. 3

T.A. AAT'VIIEEB

CHUHTE3 I'ETEPOIMK/IMYECKHUX ®OCPOPUIINPOBAHHBIX
EHUHOB C IOMOIIBIO JUTUUAJTIOMUHUVMEHUHOBBIX
KOMIIVIEKCOB

Pa3paboraH crHTE3 reTepoIUKINYECKUX (hOCPOPMINPOBAHHBIX EHUHOB C ITOMOIIBIO JTUTHHATIOMUHUEBBIX KOMII-
JIEKCOB € BBICOKHM BBIXOJOM (0T 65 110 87%) 1eseBBIX MPOIYKTOB.

Hamu panee mokazaHo, 4To Juis cuHTe3a (hoc-
(hOpHITMPOBAHHBIX EHHHOB UCIIONB30BAHUE PEAKITHH
Muxasnuca-bekkepa O3BONSIOT TOBBICUTH BBIXOJT
neneBoro npoykra 1o 30-38% / 1/. Tlpomomxkast uc-
CJICZIOBaHUE B ATOW 00JIOCTH, HAMU pa3paboTaH Me-
TOI ToMy4YeHUs (ocHOPHUITHUPOBAHHBIX SHIHOB C BhI-
xo0M ¢ 65 10 87% ¢ MOMOIIBIO TUTUHATIOMIHUE-
BBIX KOMIUIEKCOB.

B pa6ote /2/ namu ObLTO TOKA3aHO, YTO TUTHI-
ATFOMUHUHOPraHNYEeCKIE CHUHOBBIC COSIMHEHHUS M0-
Jy4aroTCs JSHCTBUEM aTFOMOTHAPUIA JTUTHI Ha CO-
OTBETCTBYIOLIUN eHUH ¢ BbIXoAoM 90-95%. MrI uc-
MOJIH30BAJTH TUTUHATFOMUHUHEHUHOBBIC KOMILIEKCHI
JUTSL TIOJTYYEHHsI COOTBETCTBYIOIIUX (hochoHATOB.

Juankokcuhochoprid THHUIIMKIOT€KC- | -eHbI
CHHTE3MPOBAHBI CIEMYIOINM ITyTEM: BHadJaje To-
JYYUIH TUTUAATFOMUHUAEHUHOBBIN KOMIIEKC AeH-
CTBHEM aIFOMOTUPU/A JIUTHAA HA | -3 THHUIINKIIO-
rekc-1-eH B TOKEe WHEPTHOrO Tas3a MPH COOTHOIIE-
HUU peareHToB 1:3, cMech TOCTENeHHO HarpeBaln
70 KUTICHUST PACTBOPHUTENS IO MOIHOTO yIaJIeHUS
BO/IOpOIa, 00Pa3yoMIETOCS B X0JIe PEaKIiu.

3aTeM B peaKkIMOHHYIO CMECh IMPHU KOMHATHON
TeMIepaType MprOaBIsITH PACYETHOE KOIMYECTBO
mankmixiopdocdara U cMech HarpeBaid B Tede-
HUE MATH YacoB npu Temrepatype 60-70°C. Beixon
T ATKOKCU( OCPOPMIITHHILIIHKIOTeKC- 1 -eHa co-
craBiser 65-71% (tabnuma 1).
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CrpoeHne NoIy4eHHOT 0 MPOAYKTa ITOATBEPKIa-
ercsa UK- u [IMP-criektpamu (puc.1, 2).

B UK-cnekrpax coequaeHus (prc.2) MpOSBIIs-
IOTCSl XapakTepHbIe Moaockl B obmactu 2110 cm!
(C=C),1205 cm! (P=0), 1066 cm! (P-O-C), 1665 cm!
(C=0).
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B cnekrpax [IMP?'P umerorcs xumMuueckue
cnsurd (ot -12,8 10 -14,8 M. 1. OTHOCHUTEIBHO TPHU-
Merundocdara), xapakTepHble Ui AUaTKUI(OC-
(daTHOH rpynIBl, ONpEACIEHHBIC METOIOM ABOHHO-
T'0 MEXBSICPHOr0 MarHUTHOTO pe3oHanca 'H — 3'P.

B cnekrpax IIMP cuHTE3MpOBaHHBIX COEUHE-
HU (prc.2) cUrHAIbI MPOTOHA METUIIHHOM TPYIIITBI
MNpOSABIAAIOTCA B obnacTu 1,3 M.JA., METUIICHOBOM
TpyIIbI B 001acTu 6,7 M.1.

Tak, 2,2-mumeTii-4-(nuankokcudochopundtu-
HUN)-4,5-Iuruaponupansl NOAYUYEHBI IeHCTBHEM
JUTUHATIOMUHUEBOTO KOMILIEKCa 2,2-TUMeTHII-4-
STUHWI-4,5-IUruAponupaHa Ha TajJkwixiopgocda-
THI B pacTBOpe TerparupodypaHa Uiu NUpHIAXHA
MIpH COOTHOLIEHUH HCXOIHBIX peareHToB 1:3, mpu
temreparype 70-80°C B Toke HHEPTHOIO rasa.
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2- T3 TOKCU(POCHOPHUID THHUIIIHKIIOTEKC-1-eH (2)

3- mumpornokcrdocHOpHIP THHILTIHKIOreKe-1-eH (3)

II.': ;

Puc.1. UK-ciexTpbl 1€METOKCH-, AUITOKCHU- U IUTIPOIIOKCH-
(b ochopHIITHHUIIIUKIIO-TEKC- 1 -CHOB.
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1- numerokcu ochopudTHHUIIUKIOreKC-1-eH (1)
2- T3 TOKCUPOCHOPHUID THHIIIIHKIIOTEKC-1-eH (2)
3- nunponokcudochopumdTHHIIIHKIOTeKC-1-eH (3)

Puc.2. IIMP-ciekTpbl JUMETOKCH-, TUITOKCH-
U JUIPOTOKCH(POCHOPHIDTHHUI-IUKIIOTEKC- 1 -eHOB.

BrIxoapl MONMy9eHHBIX MTPOITYKTOB COCTABIISIOT
ot 75 no 87% (tabmuma 2).

CTtpoeHne CHHTe3UPOBAHHBIX COSAMHEHUH MO/~
tBep)kaaerca nqaHHbiMu UK- u [IMP-cnektpamu.
BianmopeiictBre quankmixiaop@ochaToB ¢ THTHIA-
ANIOMUHMHA 2,2-1uMeTui-4-3TUHII-4, 5 - AUTUAPOTHO-
MUPAHOM OCYIIECTBJISLIH IpH Temrepatype 80-95°C
B pacTtBope TerparuapodypaHa WiIN MHPUIAHA B
TOKE WHEPTHOTO T'a3a MPU COOTHOIICHUH MCXOIHBIX
pearentoB 3:1. IIpu 3TOM NOTYyYUIN COOTBETCTBY-
forue 2,2-nuMeTni-4-(anankokcr-(hocopuiaTh-
HUN)-4,5-TUTHPOTHONMPAHEI C BEIXOIAMHU OT 56 110
73% (Tabmuma 3).
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R=CH, (8), C,H, (9), C,H. (10), CH, (11)

C yBenuueHHeM JUINHBI aJKUIBHOTO pajuKaia
AJKOKCHIIBHOM TPYIIIBI BEIXOJ MPOAYKTA YMEHbINA-
ercs. belnm cuHTE3NpoBaHkl y-u3omepsl 1,2,5-Tpu-
MeTHI-4-(auankokcu-pocopumaTanmn)-1,2,3,6-ter-
paruponupruaArHOB ACHCTBUEM JINTUI-ATIOMUHHIEBO-
ro KoMIuIekca y-u3omepa 1,2,5-tpumernn-4-3THHNI-
1,2,3,6-TeTparuaponupruarHa Ha IHAIKUIXIop doc-
¢aTsl B pacTBOpe TeTparuapodypaHa Ui mupuIu-
Ha MpPU COOTHOLIEHHH HCXOAHBIX peareHToB 1:3 u
temnepatype 90-100°C B TOke HHEPTHOTO rasa.
Brixozapl momydeHHBIX MPOAYKTOB COCTaBJIAIOT OT
59 no 63% (Tabnuia 4).
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R=CH, (12), C,H, (13), C,H, (14), CH, (15)

CrpoeHune CHHTE3UPOBAHHBIX COEANHEHUH MO
tBepxkaaercs UK- u IIMP-cnekrpamu.

OKCIIEPUMEHTAJIBHAS YACTD.

Jdumetokcugochopuid THHUILHKIOT €KC-
1-en (1). ITpu nepememinBaHUM B TOKE HHEPTHOTO
rasa k pactsopy 0,38T (MoIb) aFOMOTHIIPHIA JTH-
tusa B S0mn terparuapodypana npodasinsum 4,24r
(0,04 Momp) sTHHUIIMKIIOTEC- |1 -eHa pa30aBIeHHOMN
TerparuapodypaHoM, cMech IOCTEIIEHHO Harpesa-
JIM 1O KUIIEHUSI PacTBOPUTENS VIS TIOJHOTO BBIJE-
JICHUS BOZOPOA. 3aTeM B PEaKLIMOHHYIO CMECh IPH
KOMHATHOH TemIiepatype mpoOoBIsr pacTBop 4,34r
(0,03 momnp) mumernnxiopdocdara B Terparuapo-
¢dypane u HerpeBanu npu 60-65°C B TeueHue NATH
9acoB, IIOCJIE Yero MpH OXJIaXIECHUU CMECh pasia-
raiu 5% pacTBOPOM COJSIHOM KHCIIOTBI M OKCTparu-
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poBasu 3¢upoM. DPUPHBINA FIKCTPAKT TPOMBIBAITN
BOJIOH, CYIINITN CEPHOKHUCIBIM MarHueM. DQup oT-
TOHSUIH, OCTaTOK IEperoHsuIu B Bakyyme. [locme
MOBTOPHOH meperoHku nomyunnu 4,45t (70%) npu
nepecueTe Ha MUanKui xjaopdocdaT TUMETUKCU-
(hochoprwd THHUIIMKIOTeKC- 1 -eHa ¢ T.kwrr. 120-122°
npu 266I1a 3% 1,4980.

Haiigeno, %: C 55,90; H 7,10; P 14,40;
C,,H,O,P.

Brrauciaeno, %: C 56,07; H 7,00; P 14,48;

HK-crmextp, cm!: 2110 /C = C/, 1066 /P-O-C/,
1665 /C=C/.

[IMP-cnextp, m.a.: 1,3 /CH,/, 2,3 /C-CH,-C/,
6,7/C=C/.

JAudTokcupochopuIdTHHAIMUKIOTeKc-1-
eH (2), T.xum. 150-152°C mpu 26611a, 3%° 1,4940.

Haiigeno, %: C 59,30; H 7,70; P 13,00;
C,H,,0,P.

Brraucieno, %: C 59,50; H 7,65; P 12,50.

HK-cnmektp, em!: 2115 /C = C/, 1061 /P-O-C/,
16,67 /C=C/.

[IMP-cnextp, m.a.: 1,4 /CH,/, 2,2 /C-CH,-C/,
6,5/C=C/.

Junponokcugochopuad THHHINHKIOTeKC-
1-en (3), T.xum. 170-171 °C mpu 266I1a, 3% 1,4910.

Haiigeno, %: C 62,30; H &8,40; P 11,70;
C ,H,0,P.

Beruucneno, %: C 62,22; H8,51; P 11,48;

UK-cnektp, cm!: 2118 /C = C/, 1060 /P-O-C/,
1664 /C=C/.

[IMP-cnextp, m.a.: 1,3 /CH,/, 2,5 /C-CH,-C/,
4,3 /P-O-CH,/, 6,8 /C=C/.

JAumerni-4-/numeroxkcudochopmdTuHnI/
-4,5-nuruaponupax (4).

Cwmecs cocrosmryto u3 3,23 r /0,015 mons /2,2-
TMeTHI-4-/0poMdTiHIY -4, S-muruapornpana u 2,05
tpumerrndochuta /10% u30BITOK/ OCTABIIM Ha
HOYB B TOKE HHEPTHOT O T'a3a, 3aTeM HarpeBaju mpu
70-80 °C B TeueHHH MATH YaCOB M JBAXKIIBI TIEPEro-
HsmH. [lociie TOBTOPHOI MTeperoHKH B BaKyyMe I10-
wyawn 0,62 1 2,2-mumeTwn-4-/ muMeTrnd ochoprin-
THHWN/-4,5-neruaponupana ¢ T.xur. 173-175 °C npu
266I1a, 3*°1,5020.

Haitneno, %: C 54,80; H 7,10; P 12,80.
C,H,,0,P.

Beruucneno, % : C 54,09; H 6,96; P 12,70;

HUK- cniextper, em!: 2110 /-C = C-/, 1665 /-C =
C-/, 1205 /P=0/u 1066 /P-O-C/.

[IMP — cnexrpsr: 1,3 /CH,/, 2,3 /C-CH,-C/, 4,1
/P-O-CH,/, 6,8 /C = C/.

AHaNOrMuHoO MOJTYYECHBI: AUMETHJI-4-/TUITOK-
cudochopuadTunna/-4,5-quruaponupan (5),
T.xu. 160-162 °C npu 133114, 32° 1,4920.

Haiineno, %: C 57,35; H 7,80; P 11,52.
C,H, O,pP.

Brrauciaeno, %: C 57,35; H7,72; P 11,39.

HK-cnextpsl, cm!: 2186 /-C = C-/, 1660 /-C =
C-/, 1268 /P=0/, 1070 /P-O-C/.

[IMP- cnexrp, m.1.: 1,2 /CH,/, 1,8 /C-CH,-C/,
3,4/CH,-C/, 3,8 /P-O-CH,/, 6,2 /C=C/.

JAumernia-4-/aunponoxkcudochopuidTu-
HuJ/-4,5-quruaponupan (6), t.xum. 150-152 °C
npu 13311a 3% 1,4900.

Haiineno, %: C 60,40; H 8,10; P 10,50;
C,H,,0,P.

Brraucieno, %: C 60,00; H 8,33; P 10,33.

UK - criektp, cm? : 2142 /C=C/, 1668 /C =C,
1248 /P = O/, 1075 /P-O-C/.

IIMP — cnekrp, m.a.: 1,5 /CH,/, 2,8 /C-CH,-C,
4,6 /P-O-CH,/, 6,8 /C=C/.

JAumetna-4-/qaudyrokcugochopudTHHHIL/ -
4,5-muruaponupan (7), T.xumn. 180-182 °C npu
133I1a, 3%° 1,4820.

Haiigeno, % : C 62,00; H 8,76; P 9,20;
C,H,,0,P.

Brraucieno, % : C 62,19; H 8,84; P 9,45;

HK-criextp: 2086 /C=C/,1672/C=C/, 1256 /P =
0/, 1070 /P-OC/.

[IMP-cniextp, m.a.: 1,4 /CH,/, 2,9 /C-CH,-C\,
4,8 /P-O-CH,/, 6,8 /C = C/.

AHAJIOrMYHO MONYyYEHbI: 2,2-IMMeTHJI-/IuMe-
TOKcH(ochopuIITHHNI/-4,5-TUTHAPOTHO-TIN -
paH (8), T.xum. 143-145 °C npu 13311a, 3% 1,5120.

Haiineno, %: C 50,60; H 6,50; P 11,52, S 12,00;
C, H,O,PS.

Boruucieno, %: C 50,76; H 6,53; P 11,92; S 12,30.

UK-cnektp, em!: 2118 /C = C/, 1210 /P = O/,
1070 /P-O-C/.

[IMP-cniextp, m.a.: 1,2 /CH,/, 2,0 /C-CH,-C/,
3,9 /CH,-0/, 6,4/C=C/.

Jdumetnn-4-/qaudTokcndgochopuiadTHHAIL/ -
4,5-nuruaporuonupan (9), 1. kum. 157-158 °C,
npu 13311a 3% 1,5100.

Haiineno, %: C 54,80; H 7,20; P 10,50, S 11,90;
C,H,,0,PS.

Boruucieno, %: C 54,16;H7,29; P 10,76; S 11,11.

UK-cnektp, em!: 2124 /C = C/, 1218 /P = O/,
1074 /P-O-C/.

[IMP-cnextp, m.a.: 1,3 /CH,/, 2,2 /C-CH,-C/,
3,8 /CH,-O-CH,/, 6,6 /C = C/.
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JAumeTnii-4-nunponokcudoch opuadTHHUN/
-4,5-muruaporuonupan (10), T. kun. 165-167 °C,
mpu 26611a 32° 1,5060.

Haiineno, %: C 56,80; H 7,70; P 9,70, S 10,50;
C,,H,,0,PS.

Breruncaeno, %: C 56,96; H7,91; P 9,81; S 10,12.

HK-cnextp, em!: 2132 /C = C/, 1226 /P = O/,
1082 /P-O-C/.

[IMP-cnextp, m.a.: 1,4 /CH,/, 2,3 /C-CH,-C/,
4,4 /P-O-CH,/, 6,4/C=C/.

Aumetna-4-6yroxkcudochopuadTuni/-
4,5-nuruaporuonupan (11), T. kun. 168-169 °C,
mpu 26611a 32° 1,5030.

Haiineno, %: C 60,24; H 8,15; P 8,90, S 9,02;
C,,H,,0,PS.

Brraucneno, %: C 56,32; H8,42; P 9,11; S 9,31.

HK-crmextp, cm!: 2120 /C = C/, 1218 /P = O/,
1080 /P-O-C/.

[IMP-cnextp, m.a.: 1,2 /CH,/, 2,4 /C-CH,-C/,
4,2 /P-O-CH,/, 6,6 /C = C/.

1,2,5-TpumeTna-4-/numMetrokcudochopuii-
THHMIA/-1,2,3,6-TeTparuaponupuaun (12).

U3 0,38r (0,1 momns) amromoruapuaa JTUTHS U
5,951 (0,04 mons) 1,2,5-tpumernn-4-3runnn-4,5-me-
TUAPOINUIIEpUINHA B TupHuuHe nipu 70-75° B TOke
aproHa IMOJIyYWJIM CHUHOBBIH KOMIUIEKC. 3aTeM B
KOMITJIeKe 100aBisuti npu 0°+5° B TeueHHe YeThl-
PExX 4acoB, IOCIe Yero NPy OXJIaKICHUHN PEaKLUIH-
HYIO CMECh pasjlarajy pacTBOPOM XJIOPHCTOTO aM-
MOHHUS 1 3KcTparuposanu d¢upom. [locae coorser-
cTBYIOIIEeH 00paboTku nmomyuniu 3,20r (63%) doc-
¢bonara c 1. kut. 158-159 °C, mpu 13311a 32° 1,5020.

Haiineno, %: C 56,30; H 7,90; N 5,20; P 12,00;
12H20NO3P'

Boraucieno, %: C 56,03; H7,78; N 5,44; P 12,06.

HK-cnektp, cm!: 2084 /C = C/, 1208 /P = O/,
1074 /P-O-C/.

[IMP-cnextp, m.1.: 1,3 /CH,/, 2,1 /N -CH,/, 2,3
/C-CH,-C/, 4,0 /P-O-CH/; 6,2 /C = C/.

AHAJIOTMYHO MOJy4YeHbl: 1,2,5-TpumernJi-
4-/mudTokcupochpopuidTnnna/-1,2,3,6-rerpa-
rugapo-nupu-nuH (13), . xkun. 170-172 °C, npu
13311a 3%° 1,5020.

C

Haiineno, %: C 58,70; H 8,70; N 4,80; P 10,90;
14H24NO3P'
Breruncaeno, %: C 58,94; H8,42; N4,91; P 10,87.
HK-cnektp, cm!: 2065 /C = C/, 1210 /P = O/,
1078 /P-O-C/.
[IMP-cnextp, m.a.: 1,1 /CH,/,2,0/N -CH,/, 3,8
/CH,-0/, 4,0 /P-O-CH,/; 6,3 /C = C/.
1,2,5-Tpumerni-4-/aunponokcudocdopu-
Jdtunmi/-1,2,3,6 terparuapo-nupuaun (14),
t.xum. 180-181 °C, mpm 13311a 3*° 1,5001.
Haiineno, %: C 61,00; H 8,70; N 4,50; P 10,00;
16H28NO3P'
Brraucneno, %: C 61,34; H8,94; N 4,41; P 9,90.
HK-cnextp, cm!: 2110 /C = C/, 1240 /P = O/,
1080 /P-O-C/.
[IMP-cnextp, m.a.: 1,6 /CH,/,2,4/N-CH,/, 2,8
/CH,-0/, 4,3 /P-O-CH,/; 6,2 /C = C/.
1,2,5-tpumeTnii-4-/mudyrokcudocdopnin-
TUHUI/-1,2,3,6-TeTparnapo-nupuaud (15), T.
kur. 198-199 °C, mpu 26611a 3%° 1,5014.
Haiineno, %: C 63,94; H 8,65; N 3,70; P 9,32;
18H32NO3P'
Brraucneno, %: C 63,34; H 8,53; N 4,10; P 9,90.
HK-cnextp, em!: 2118 /C = C/, 1245 /P = O/,
1082 /P-O-C/.
[IMP-cnextp, m.n.: 1,4 /CH,/, 2,6 / C-CH,-C/,
4,0 /P-O-CH,/; 6,3 /C=C/.
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