YK 546.865 +547.53.024 +547.831+547.586.7 DOI: 10.14529/chem200111

CWUHTE3 U UCCIIEQOBAHME CBOMUCTB 7-3AMELLEHHbIX
TEO®UNTIMHOB

K.FO. lNempoea, 4.I". Kum, B.B. lllapymuH
FOxHO-Ypanbckuli 2ocydapcmeeHHbIlU yHusepcumem, 2. YensibuHck, Poccus

B Hacrosmeit paboTe BHepBbIE aAJKWIMPOBAHHEM TEO(PMUINHA ANKCHWITAJIOTCHUIAMH B
JIM®A B npucyrcreun K,CO; npu HarpeBannu Ha BozastHO# Oane (100 °C) momydensr 7-(2-
Opomamnmi)- ¥ 7-MUHHAMIITeOQIIIIHHBL. MeToI0M Macc-CIIeKTPOMETPHUH Ha ra30BBIX XpOoMa-
To-macc-cnekrpomerpax GCMS-QP2010 UltraShimadzu u Agilent 6890 N mpoBeneH aHaiu3
CIEKTPOB TOJIYYEHHBIX aJIKCHIITCO(QWIIMHOB U U3Y4YE€HO MOBEICHUE NIPH 3JIEKTPOHHOH HOHU-
3alliy, BBISBJICHBI 3aKOHOMEPHOCTH (parMEeHTAlMH MOJEKyJ. MaKcuMallbHOW WHTEHCHBHO-
CTBI0O B MAacC-CIEKTpe 7-IIMHHAMHITEOWUIMHA 00JIalaeT MUK, MPUHAIISKAIUN [THHHAMUII-
KaTHOHY, MUK ¢ m/z 91 cBuAeTenbCcTBYeT 00 00pa3oBaHUM TPONMIN-KaTHOHA. B ciyuae 7-(2-
OpoMamii)TeopMIUIMHA MAKCUMaJbHOH MHTEHCHBHOCTBIO 00JIaaeT KaTHOH, 00yCIOBJICH-
HBIH JIMMHUHHPOBaHHEM OpoM-pamukana. 7-(2,2,3-Tpubpomnponun)reopmwmuds u  7-(2,3-
TUOPOM-3-(QEHIITTPOITIIT) TCOPIIUINH MOTydeHBI IPUCOCINHEHHEM OpoMa 1O JBOHHOW CBS3H
7-(2-6pomannmn)- u 7-nuaHaMmiTeopmnaa B CHCl; npu komuatHOH Temnepatype. CTpyk-
TypBl NMPOJYKTOB PEAKIMHU MOATBEPIKACHBl METOJAMH NPOTOHHOTO MarHUTHOTO PE30HAaHCa W
Mmacc-cnekrpomerpun. Ctpykrypa 7-(2,2,3-TprOpoMIrponin)TeopuuinHa MOATBEPKACHa Me-
tonom PCA, B xpucTajuie NpHCyTCTBYIOT 110 ABa THIA KpUCTALIOrpauuecKn HE3aBUCHMBIX
MOJIEKYJ, TEOMETPHYECKHE IapaMeTpbl KOTOPBIX HE3HAUYWTENIbHO OTIMYaloTCI. B Mmacc-
CIEKTpax rajJoreHCOIepKaIluX COCIUHEHUH MPOSBIAETCS XapaKTepHOE paclpeiesieHHe H30-
TOIHBIX MHMKOB MOJICKYJISIPHOTO MOHA: 1yOJeT ¢ COOTHOIIEHHEM WHTCHCHUBHOCTEH NMpHONM3H-
TenbHO 1:1 171t cCOeqMHEHHsI ¢ OTHUM aTOMOM OpoMa, TPUIUIET MHKOB B CIy4ae HaIUYHs JBYX
aTOMOB OpoMa, a TakKe KBapTeT B cooTHomeHuHu 1:3:3:1 mnsa Tpubpomcomepxamux Mpous-
BOJIHBIX. B3aumoneticteue 7-nponaprunreopmmnraa ¢ 6pomom B CHCl; npu KoMHAaTHOH TeM-
nepaType OCTaHABJIMBAETCS Ha CTAIWH IIPHCOCTUHECHUS OJHOW MOJICKYJIBI, B pE3yJIbTaTE TOJTY-
yeH 2,3-1ubpoManamiTeoQIIINH, YTO JAO0KAa3aHO METOJaMU MPOTOHHOTO MAarHUTHOTO pPe3o-
HAaHCAa W MAacCC-CIIEKTpOMeTpuu. BzammopeiictBue 7-(2,3-auOpoMIIponmn)TeopmiLIinEa ¢ O-
(eHNIeHIMaMUHOM B AlleTOHUTPHIIC NIPU KOMHATHOW TeMIlepaType NMPHUBOAUT K aHHEIHPOBa-
HUIO XUHOKCAJIMHOBOIO Kojbla. B cnexrpe SIMP 'H XapaKTEPHBIM SABIICTCA MOSBICHUE CUT-
HaJIOB apOMaTUYEeCKOro KoJsbla npu 6,85—-7,05 m.a.

Kuouesvie cnosa: meogpunnun, 7-(2-Opomaniun)meo@uinun, 7-YyuHHAMUIMEODUILIUH,
7-(2,2, 3-mpubpomnponun)meo@puiium, penmeeHoCmpyKmypHvlli AHaIu3.

Beenenne

U3BecTHO, YTO MPOM3BOJHBIC KCAHTHHA OOJNAAAI0T IIUPOKUM CIIEKTPOM OHOJOTHYECKOH aKTUBHO-
CTH, B YACTHOCTH CPEIM HUX Hail/leHbl BEIIECTBa, 00Iagaronie aHTHOAKTepuaIbHON, TPOTUBOAIIIEPI -
YeCKOH, POTUBOBOCIIATIUTEILHON, TPOTHBOTPHOKOBOM, aHTHOKHCIUTEIEHOW W MHCEKTUIIMIHON aKTHB-
HocThIO [1-6]. Pamee B nmreparype ankuwiupoBanueM TeodumimHa (1) momyuens! pazmuuasie N'-
3aMeIIeHHbBIE MTPOU3BOAHEIE, B TOM uncie 7-ammi- (2a) [7-11] u 7-nponaprunteodumuma (2d) [9, 12—
16]. Hamu panee B pabote [17] npoBeieH aHaIM3 MacC-CIICKTPOB U U3YYCHO MOBEICHUE IIPH JJICKTPOH-
HOW noHm3anmu TeopmumHOB 2a u 2d.

Oocy:xnenne pe3yJbTaTOB

B nactosieit pabote ankunuposanueMm teodpuiuaa 1 8 JJM®PA B npucyrcrBuu K,CO; npu Ha-
rpeBannu Ha BomasHOUW Oane (100 °C) BmepBble momydeHbl 7-(2-Opomaimmn)reodwuiud (2b) u 7-
nuaHamuiTeouuH (2¢) (cxema 1).
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R %
2\ K,CO3, DMF O%N N/ 2\

K,CO3, DMF
2d 1 2a-c

Cxema 1
aR1 HRz—H bR1 BI’ Rz—H CR1 HRz—Ph

B Mmacc-criektpax coenuHeHuii 2b,c MpUCYTCTBYIOT TIMKH MOJIEKYJSIPHBIX HOHOB. B ciydae Opo-
MaunaTeodminHa 2b oH 00JamaeT XapakTepHOW MYJIBTHILIETHOCThIO. MaKCHUMaabHOW MHTEHCHUB-
HOCTBIO B MacC-CIEKTpe IMHHaMIUITeohuInHa 2¢ o0nanaer muk ¢ m/z 117, mpuHaiexanvii rH-
HaAMUJI-KaTHOHY A, IIPU 3TOM MUK ¢ m/z 91 cBHaeTenbcTBYeT 00 00pa3oBaHWU TpONMINMK-KaTHOHA B
(cxema 2).

Ph
&
;\ ) / R
- C7H7N40, CZHZ
2c m/z 296 A m/z117 B m/z91

Cxema 2

B cnydae Opomamumnreoduiinaa 2b MakcuManbHON MHTEHCUBHOCTBIO 0Omanaet katioH C, o0y-
CIIOBJICHHBII 3MMMUHHMpOBaHHEM OpoM-paaukaina. [luku ¢ m/z 162 (D) u 134 (E) cBuaeTensCTBYIOT O
JaNbHENIIeM AIMMUHUpPOBaHNH MeTmin3onmanara u CO (cxema 3).

% Oso N% +NK§
)\% B 2\ >-CH3NCO NI> FNI,\?

N

2b m/z 298 C m/z219 D m/z162 E m/z134

Cxema 3

Panee wamm B pabGorax [17, 18] ObulO mMOKa3aHO, YTO B3aWMOJCWCTBHE 7-alKeHMI-8-
XJIOPTEOPUUINHOB U 7-aJUTMATEO(WILINHA C OPOMOM TPOTEKaeT ¢ 00pa30BaHUEM MPOAYKTOB MPUCOE-
JUHEHUS 110 JBOHHOM cBsizu — 7-(2,3-mubpomarnkuin)teopmiuinHoB. B yactHocTH peaknust TeoduiumHa
2a ¢ 6pomMoM IpUBOINUT K oOpazoBanuio 7-(2,3-aubpommponun)reoduuinaa (3a). B pabdore [19] moka-
3aHO, 4TO OpoM pearupyeT c l-ammmnTeOpoMUHOM ¢ OOpa30BaHHWEM MPOIYKTA MPUCOSAMHEHUS IO
JIBOWHOM CBSI3M, @ C |-METAIUTHATEOOPOMHHOM — CMECH OKCA30JIOMYPHHOB JIMHEAPHOTO U aHTYIISPHOTO
ctpoenus U 1-(2,3-1u0poM-2-MEeTHIIIIPOIIHII ) TEOOPOMHMHA.

B Hacrosmiei paboTe HaMH B3aMMOJEHCTBHEM aJLTHITCO(MHUTHHOB 2b,c ¢ OpoMOM MOIydeHBI 7-
(2,2,3-rpudpommponun)reodpumiud (3b) u 7-(2,3-mudpom-3-hennnnponun)reopmwnina (3¢) (cxema 4).
Crpykrypa coequnenus 3b noareepxaeHa meronom PCA (cM. pucyHoK).
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H
[
o
N
H
2a-c - = N>
CHCI3 %\ 3a
3a-c 4
Cxema 4

aR1=Rz=H,bR1=Br, R2=H,CR1=H, R2=Ph

B kpucramne coeaunenust 3b mpuCyTCTBYIOT 1O JIBa THUMA KPUCTALIOTPAdUUECKH HE3aBUCHMBIX
MOJIEKYJI, TEOMETPUUECKHUE MAPAMETPbI KOTOPBIX HE3HAUYUTEIBHO OTIMYAIOTCS.

CtpoeHue coeamHeHus 3b

CrpocHue auOpOMIIpONMHATCOPIIINHA 3a TOATBep)KmacTcs mpeBpamenunem B 7-((1,2,3,4-
TETPAruAPOXUHOKCATUH-2 -1 )METHT)TeoQuuiiH (4) P €ro B3auMOJICHCTBUH ¢ 0-(eHUICHIMAMUHOM
B alICTOHUTPHIIE DM KOMHATHOM TemnepaType (cxema 4). B cnextpe SIMP 'H xapakTepHbIM sBISETCS
MOSIBJICHUE CUTHAJIOB apOMAaTHYECKOro KoJiblia pu 6,85—7,05 M. 1.

TeopeTrueckn B3anMoaelcTBHE mponaprwireodmminaa 2d ¢ 6pOMOM MOXKET IIPHBOIUTH K 00paso-
BaHUIO Kak 2,3-nuopomamnunreoduminaa (3d), tak u 2,2,3,3-retpadbpommponmiareodrmmna (F). Meto-
namu SIMP 'H u XMC namu JIOKA3aHO, YTO PEaKIUs OCTaHABIMBAETCS HA 0Opa3oBaHUM coeawHeHus 3d
(cxema 5), B ciektpe SIMP xapaktepHbIM ABIsgeTCS OAHONPOTOHHBIN Tputuier =CHBr npu 7,24 m.1.

Br Br

/\B

3d F

Cxema 5

JKCNEePpUMEHTAJIbHAN YaCTh

Cnexrpst IMP 'H (500 MI') coenunennii 3b, 3d 3anmcansr Ha npuGope Bruker AVANCE-500.
Cnektpsl AMP 'H (400 MI') coenuuenuii 2b, ¢, 3¢, 4 3anucansl Ha npu6ope Bruker DRX-400. BryT-
pennuii crannapt — TMC, pactsoputens — JIMCO-d6.
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Macc-cnekTpsl coequHeHui 2b, ¢, 3¢ CHATH Ha Ta30BOM XpoMaTo-Macc-cliekTpometpe Agilent
6890 N (9V, 70 3B). Macc-CreKTphI 3JIEKTPOHHOTO yAapa coeAuHEeHUH 3b CHATHI HAa ra30BOM XPO-
Marto-macc-criekrpomerpe GCMS-QP2010 UltraShimadzu (9V, 70 3B).

PeHnTreHocTpykTypHOE HCClenoBaHHE coeAnHEHHS 3b mpoBeaeHO Ha aBTOMATHYECKOM YETHI-
pexkpyxkHoM audpaxromerpe D8 QUEST ¢upmbr Bruker (Mo K,-usnydenne, A = 0,71073 A, rpa-
¢urToBeii MOHOXpOMaTop). COOp, pedakTUPOBaHHE NAHHBIX U YTOUYHEHHE MapaMeTpOB AIIEMEHTap-
HOM AuYeiiKH, a TakkKe ydeT nmorjoueHus nposeaensl no nporpaMmmamM SMART u SAINT-Plus [20].
Bce pacueTsl 1o onpeneeHno U yTOYHEHHIO CTPYKTYPHI BBITIONHEHHI 110 nporpamMam SHELXL/PC
[21]. CTpykTypa coequHEHUs OMpejaesieHa MPAMBIM METOJOM M YTOYHEHa METOJOM HaWMEHBIIHMX
KBaJIpaTOB B aHW30TPOIHOM NPHUOJIMKEHUH JJIs1 HEBOJOPOAHBIX aTOMOB. IlonHbINH HAOOp pPEeHTreHO-
CTPYKTYPHBIX JaHHBIX JernoHupoBaH B KemOpumxkckom Oanke cTpyKTypHbIX maHHbix (CCDC
1905740).

Cunres coeguuennii 2b, c. O0mast MeToanKa

K pactBopy 276 mr (2 mmoib) 6e3BogHoro kapoonata kamus B 10 M IM®DA nobasisumu 360 mr
(2 MMo1TB) TEOhMILTHHA, CMECh HArpeBaJId Ha BOJISTHOW OaHe ¢ 0OpaTHBIM XOJOAMILHIUKOM B TeueHue 30
MuHyT. K noixyueHHOMY pacTBOpY A00aBMUIM PacTBOP 2 MMOJIb alIKWiupytomero arenra B 1 mu IM®A.
[Mony4yeHHyl0 cMech HarpeBaiy Ha BOJSTHON OaHe ¢ 0OpaTHBIM XOJOJUILHUKOM B TeueHue 6 4. [lomy-
YEHHBIH OCaIOK OTPWIBTPOBHIBAIN, (GUILTpAT UcHapsuin. [IpomyKT skcTparupoBaid XiI0podhopMoMm,
PacTBOPUTEIH UCTIAPSIIH.

7-(2-bpomanmmn)reopuismn (2b). Beixon 514 mr (86 %), Oenbiit moporiok, T. mi. 95-97 °C.
Crextp IMP 'H (IMCO-d;), 8, m.i.: 3,21 ¢ (3H, N'CH3), 3,43 ¢ (3H, N°CH,), 5,19 ¢ (2H, NCH,), 5,70
a1 (1H, =CHH, *J 1,9 '), 5,85 x (1H, =CHH, *J 1,9 '), 8,14 ¢ (1H, H®). Macc-cniektp, m/z (I, %):
300 [M+2]" (6,8), 298 [M]™ (7.5), 220 (12,6), 219 [M-Br]" (100), 162 [M-Br-CH;NCO]" (17,7), 135
(7,0), 134 [M-Br-CH;NCO-CO]" (24,6), 107 [M-Br-CH;NCO-CO-HCN]" (23,1), 95 (9,2), 94
[C4H N3] (17,0), 81 [CsH5N]™ (5,7), 68 (10,1), 67 (24,4), 66 (7,4), 53 [Co;HN,] (6,2), 42 (10,8), 41
[C,H3NT ™ (6,2), 40 (8,3), 39 (20,2).

7-Hunnamuareopuiaaus (2¢). Beixon 440 mr (74 %), O6enbiid moporok, 1. wi. 94-95 °C. Crnektp
SAMP 'H (IMCO-dg), 8, m.1.: 3,23 ¢ (3H, N'CH3), 3,43 ¢ (3H, N°CH3), 5,07 1 (2H, NCH,, *J 5,6 I'n),
6,49 nr (1H, =CH, *J 15,9 'y, *J 5,6 '), 6,58 1 (1H, =CHC4Hs, *J 15,9 T'), 7,21-7,42 M (5H, CgHs),
8,14 ¢ (1H, H®. Macc-cuiextp, m/z (Iom, %): 296 [M]™ (28,0), 117 [CoHo]™ (100), 91 [C,H,]™ (14,3).
UK-criextp, v, eM 'z 3099 (=CH,), 1705 (C=0), 1666 (C=0), 1598 (C-Cyp), 1475 (C-Cyp), 923 (=CH).

Cunre3 coequnennii 3b-d. O6man meroauka. K pacrsopy 0,5 MMonb 7-opraHunteopriuiiHa B
4 mn xnopodopma nob6asmsu pactBop 0,052 ma (1 mmons) Br, B 2 mn xnopodopma. [lomyuennyro
CMECh TepeMeNINBaId Ha MarHUTHOW MeIIalke B TeueHHe | 4 W ocTaBisuid Ha cyTKd. [lomydeHHBIH
0CaJIoK OT(WIFTPOBBIBAIN M CYIITHIIH.

7-(2,2,3-Tpubpomnponuia)reopusiud  (3b). Bexog 93 wmr (62 %), XKenrble KPUCTAILIBI,
1. 1. 160-162 °C. Criextp IMP 'H (IMCO-dy), 5, m.xi.: 3,26 ¢ (3H, N'CH3), 3,50 ¢ (3H, N°CH3), 4,40
¢ (2H, CH,Br), 5,35 ¢ (3H, NCH,), 8,18 ¢ (1H, H®). Macc-cniekrp, m/z (I, %): 462 (10,8), 460 (27,0),
458 (29,8), 456 [M]™ (10,9), 381 (49,7), 379 (100), 377 [M-Br]" (50,0), 299 (8,1), 297 [M-Br,]" (8,2),
219 [M-Br3]" (77,0), 218 [M-Br,-HBr]" (29,7), 193 [M-Br;-HCN]" (52,7), 180 [C;HgN,O,]"" (27,0), 162
(18,9), 152 (16,2), 134 (28.4), 128 (32,4), 109 (28,4), 107 (29,7), 95 (43,2), 94 (54,0), 81 (25,0), 67
(62,1), 53 (12,2), 42 (24.5), 39 (39,2).

7-(2,3-Auopom-3-pennanponun)reopuiann (3c). Bexon 96 mr (70 %), Oenbiii TOPOIIOK,
1. 1. 146-148 °C. Cnextp SIMP 'H (IMCO-dg), 5, m.zt: 3,27 ¢ (3H, N'CHj3), 3,44 ¢ (3H, N°CH,), 4,66
an (1H, NCHH, °J 10,7 'y, %J 14,4 T'ny), 5,25 an (1H, NCHH, °J 3,0 ', J 14,4 T'), 5,38 ta (1H, CHBr,
3J 10,7 'y, °J 3,0 ', °J 10,0 T'r), 5,72 1 (1H, CHBrC¢Hs, °J 10,0 I'nr), 7,34 a1 (1H, napa-Ph, *J 7.3 T'n),
7,41 T (2H, mema-Ph, *J 7.3 Tn), 7,51 1 (2H, opmo-Ph, °J 7,3 Tu), 8,14 ¢ (1H, H*). Macc-cnextp, m/z
(o, %): 456 [M]™ (4,9), 378 (6,7), 377 [M-Br]" (31,6), 376 (6,7), 375 (35,3), 296 [M-Br,]" (6,6),
193 (34,8), 118 (10,6), 117 [CoHo]" (100), 116 (41,3), 115 (88,8), 109 (6,2), 94 (5,0), 91 [C;H;]
(23,1), 81 (7,3), 67 (5,1), 32 (13,3), 28 (37,9).

7-(2,3-Auopomamnuia)Teopunun (3d). Beixon 132 mr (70 %), opaHkeBble KPUCTAIUIBI, T. IUI.
176-177 °C. Cnextp IMP 'H (IMCO-dy), 8, m.a: 3,22 ¢ (3H, N'CH3), 3,44 ¢ (3H, N°CHs), 5,36 1 (2H,
NCH,, *J1,2Tn), 4,88 T (1H, =CHBr, *J 1,2 '), 8,16 ¢ (1H, H%).
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7-((1,2,3,4-Terparnapoxunokcanun-2-w)Mernn)reopmummn - (4). K pacteopy 300 wmr
(0,79 mmonb) 7-(2,3-aubpommponun)reopumimaa B 10 M aneToHUTpuna 100aBUTH pacTBOp 85 Mr
(0,79 mmonb) o-penmenanamuHa B 5 MIT anleToHUTpHia. [1odyd4eHHyI0 cMech MepeMeluBaii Ha Mar-
HUTHOW MelIajiKe B Te4eHue 4 4. PacTBOpUTENh HCTIAPSUTH U AKCTPArupOBAIU MPOJIYKT ATUIIOBBIM CITHP-
ToM. BemiecTBo BBIIEISIOT B BHAE KopuuyHeBoro macna. Beixom 50 mr (20 %). Cnekxtp SAMP "H
(400 MI'r, IMCO-dq): 3,21 ¢ (3H, N'CHj3), 3,42 ¢ (3H, N°CH3), 3,99 1 (2H, NCH,, *J 5,4 T'n), 4,59 nxa
(1H, NHCHH, °J 14,3 'y, °J 9,1 I'r), 4,79 ax (1H, NHCHH, *J 14,3 T', °J 4,7 T'u), 4,87 m (1H, NHCH,
3J5,4 T, >J9,1 T, °J 4,7 ), 6,89-7,01 m (4H, C¢Hy), 8,14 ¢ (1H, HY).

BriBoabI

Takum o0pa3zoM, alKmwiMpoBaHHE TEOYWUIMHA aTKSHWI(IIPOMAPTIII)IajJoreHHIaMi MPOTEKaeT ¢
o0pazoBaHueM 7-aJKeHWI(IIponaprui)TeodyunHOB. B3aumonelicteue 7-ankeHWI(ponaprui)reopui-
JIUHOB ¢ OpOMOM IIpOTeKaeT ¢ OOpa30BaHHUEM IUOPOMATKUITCOMHIIMHOB, a peakius 7-(2,3-
TUOPOMITPOITIIT) TEOPHIUIMHA C O-(pSHUICHIMAMUHOM MPUBOJUT K aHHEIMPOBAHUIO XHHOKCAITMHOBOTO
KOJIbLIA.
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In the present study 7-(2-bromoallyl)- and 7-cinnamyltheophylline have been obtained by
the interaction of alkenylhalides with theophylline in DMF in the presence of anhydrous potas-
sium carbonate at 100 °C in water bath. Fragmentation under electron ionization of the obtained
7-alkenyltheophyllines has been investigated by gas chromatography—mass spectrometry analy-
sis, the main molecule fragmentation ways have been revealed. The mass spectra have been ob-
tained on an UltraShimadzu GCMS-QP2010 and an Agilent 6890 N. The cinnamyl cation peak
has the maximum intensity in the 7-cinnamylteophylline mass spectrum. The formation of tropy-
lium cation (m/z 91) is characteristic for the 7-cinnamylteophylline mass spectrum. In the case of
7-(2-bromoallyl)theophylline the elimination of bromine radical leads to formation of the peak
with the maximum intensity. 7-(2,2,3-Tribromopropyl)theophylline and 7-(2,3-dibromo-3-
phenylpropyl)theophylline have been synthesized by the addition of bromine to the double bonds
of 7-(2-bromoallyl)- and 7-cinnamyltheophylline in CHCl; at room temperature. The structures
of reaction products have been confirmed by "H NMR spectroscopy and gas chromatography—
mass spectrometry. The structure of 7-(2,2,3-tribromopropyl)theophylline has been confirmed by
X-ray analysis. The crystal contains two types of crystallographically independent molecules, the
geometric parameters of which slightly differ. There is characteristic distribution of the molecu-
lar ion isotope peaks in the mass spectra of halogen-containing compounds: a doublet with an in-
tensity ratio of approximately 1:1 for compounds with one bromine atom, a triplet of peaks in the
case of two bromine atoms, and a quartet with an intensity ratio 1:3:3:1 for tribromoderivatives.
In the case of 7-propargyltheophylline the reaction with bromine stops at the addition of one
bromine molecule, which is proved by the formation of 7-(2,3-dibromoallyl)theophylline. It has
been confirmed by 'H NMR and chromatography—mass spectrometry. Interaction of 7-(2,3-
dibromopropyl)theophylline with o-phenylenediamine in acetonitrile at room temperature leads
to the formation of quinoxaline ring. The 'H NMR spectrum contains characteristic signals of
aromatic protons at 6 6.85—7.05 ppm.

Keywords: theophylline, 7-(2-bromoallyl)theophylline, 7-cinnamyltheophylline, 7-(2,2,3-
tribromopropyl)theophylline, X-ray analysis.
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