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o 'b-Nitro- 2 furyl- isocyanate and (5-nitro-2-furyl)vinyl isocyanate were each reacted

- with hydrazoic acid to obtain their. corresponding (5- -nitro-2-furyljcarbamoyl ‘azide and
“(5-nitro-2- ~furyl)vinylcarbamoyl azide. - These two latter compounds were reacted with st-
-rongly basic aliphatic amines (benzylamine, butylamine, isopropylamine, piperidine)
of below pKp 4.6 ,and seven kinds of corresponding new urea compound were obtained.

%%@“Hi, 5?3&?.3) 5—n1tro~2—fury1 isocyanate (I) % X O (5~mtro~2~fury1)v1ny1 isocyanate (IT) &KL, %+
;h%z% alcohol #H, thiol ¥i/e & UK HBFRE L CBHBRE—HT I VERFORERELRIGE T\, Fh
. FhV *EE'%A?‘% carbamate 1&[; thiocarbamate ks I ¥ urea {z{:%{%ﬁ_ &%{%ﬁﬁ’:l,ﬁ_ TRhED5 B T3
3@& @B{Fk%bxf éﬁt’;%mg?%ﬁﬁﬂjiﬁﬁ VL T30 I ORJEC L, morpholine (pKy 5.30)9 UD
Z%A I 1T L LI T 2 urea (K% o A, n—-butylamme (pr 3.55)% :}’s X O benzylamine (pKy 4.61)0. & .
.?II cyclohexylamme (pK» 3.36)4- & II X &5 piperidine (pr 2.900 K xr ot 1sopropylam1ne (pKp 3.46)% &

I :?SJ: O II & DRIGIE 3 TR TR BRI 2 U BRI R, BIY Rl L8 - 7. '
; ._f, I X ot II % hydrazoic acid (HN,) "C%@:}b@kﬁiﬁé?‘é carbamoyl azide {45 Lﬁ%‘, %h%h
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F -3 5fnitro~2~fury1 isocyanate (I) OV VEEE HNy D=~ FABKEDRINEEY R > VI i
SAZR= NITT 4 —CUE LIz =5, BEHEH (mp 123—126°) 2V bRt . oDOBDD IR A= 7 ko
(Nujol; em™) % Flg 1 IRART & 51 vy 8240 F5 108 oyg® 2170 TH Y, FRTERAHI 2> 5 b (5-nitro-2-
furyl)carbamoyl azide (111) @%ﬁ%iﬁb‘fb 5. UL, ZOHFETIIRENRLY DTE £ &Ev foid,
| RIS T 3 LR N, D=~ FTAHEECHIERD triethylamine ZHFMTH L LT, I O
CINRE 66% ILEFTERIED T - LT e '

' “D%L, (5—n1tro—2—fury1)v1nyl isocyanate (II) & HN, (EOEFL;IA_:}DL T III @%A\ LEEAE ﬁﬁ%h -
, (5—nitro-2—furyl)vinylcarbamoyl az1de (IV) (mp 161—164°) % 76% 0)12?1[}2_91{%7‘\_ ZDIR AR 7 |
L (Nu]ol cm—Y) 4, Flg 2. DX3IC vam 3255 35 1 O° pN;ﬂ 2210 <h b, 57‘_7:%‘2//}79?@,%&%%’ 5% (IV) Ok

: :‘%fzﬁi%ﬁ L7z,

3860 2800 2060 1800 1800 1400 7200 1000 800 e 3600 2800 2000 1800 1600 1400 1209 1000 800 ~on*
. Flg 1. IR 'Spebctrum of 5-Nitro-2-furyl Fig, 2. IR Spectrﬁm of (5—Nitro;2—fi1ry1)- .
'Carbamoyl Azide (III) in Nujol 5 : . vinylcarbamoyl Azide (IV) in Nujol ~
"B bhi (5-nitro-2-furyl)carbamoyl azide (III) k- v VA, aniliﬁe (PK» 9.3009 & 0 Ktk
Rai & 25, KB mp 162—163° DRISHKEELEL. &0 OMEMRROME 1-(5-nitro-2-furyl)-3-
- phenylcarbamate® =—F Lic.. L L, SEEMEOEGE 7 3 v, 37 % B #-butylamine, benzylamine,
cyClohexylamine, piperidine ;]:5,_1:()\ isb—propylanvlineﬁ& 1T LEENEFRRVEVEERERRIGYRL I E TS,
PR L ERTENCE MG B RS G O Y (Melsenhelmer complex? ﬁ%g LEZLND ZP )
O TORMIIKICD T H.) HEL, FH LI urea ﬂibif%’"ohtciﬂoﬁ_ ' |

Tamie I. 5—Nitro—2—fury1 Carbamoyl Amines

Norlo lLNH co-ngl

; Analysis (%)

Appearance mp : ‘ ' Ve
Cifmpd R, 'R, (Recryst. - (°C) - Yl(%}d;) Formula = Calcd. Found
0. ‘ } Solvt.) (decomp) o/ : B N i

C H N <C - H N

'V H CHyCH, %’gé‘r‘l’;’;’nfgedles (137—139) 70 C,,H,O,N, 55.17 4.24 16.09 55.64 4.35 16.30

" H CH(CH,), %’gélx‘l’;gn%ates (116—119) 13 C,H,,0,N, 45.07 5.20 19.71 45.79 5.24 20.03

. yellow needles : , E ) .
VI H (CH,);CH; (ether— - (102—105) 10 - CoH,,0,N, 47.57 5.77 18.49 47.96 5.81-18.71 "
. pet. ether). o : ‘
_ ’ - yellow needles - ' ' . '
I C—(CH,y) 5~ (ether— (94—95) 15 C,(H, ;0N 50.20 5.48 17.57 50.69 5.60 18.21 -
pet. ether.) ‘ ‘ < - '

a) Caled. from the correspondmg amines.

6) L.J. Bellamy, Infraved Spectra of Complex M olecules, 263 (1958)
7) J. Meisenheimen, Ann., 205, 323 (1902); E. Buncel, A. R. Norris, K. E. Russell, Quavt Remews, 22
123 (1968)
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S ZTT tetrahydrofuran &L L 1, (5¥nitro—24fury1)ca.rbamoyi azide (IIT) & 4 BORRE 7 2 v ‘(ben-
zylamine, zso—propylamme, n—butyla.mme BIO plperldlne) L% 0° ¢ fjﬁj\z’}%f_ benzylaminé TR IR
(10%) CHREyD urea {f (V) %fB7est, B0 3 MO 3 /iﬁkomﬁiz; o D BIRIER N, vV A g g
KPR N rTT =X - TRIER (10——15%) R !‘oi>$§ LT BOBOIAY T 5 urea fk (VI, VI,
VIIT) %78% & & 3G &7z (Table I). \ |

S>EK, (5—n1tro~2~fury1)v1nylcarbamy1a21de (lV) CoREEM:OfE ﬂ}j}ﬁ? 3 ‘/ %5 (benzylamine, 1sopropy1—
amine, n—butylamine, cyclohexylamine s J0f plperldfne) & @ﬁp{;oi III  OFE L IXE I b, ZEFTMHY
DEBIIRD bRT, v 2 vEREFCLIERCKIE L T BRBCRIGREERY B, Shb0 5 B benzylamine
% LU n-butyl amine Z ORADCHMMIL TR TR 147—149° X0 112—114°CH b, LLBBRID (5-

‘ n1tro~2—fury1)v;nyl—B—phen_ylcarbamate IO 1—(5—ﬁitro—2-fury1)viny1—3—n—butylcarba.mate L DERRE

DR, BADETIZTD bhinh - i, MBOSEF =i b 3 o urea f (IX, X, XI) icouC it Table

II i3 ‘ ’ : :

‘TABLE‘ II. (5-Nitro-2—furyl)vinyl Carbamoyl Amines

NO “—CH-CH-NH-CO NG

- C S : o Analysis (%)
' ‘Appearance mp ; : ‘ : e

Congpd R1 R, . (Recryst. {°C) ng/l(;‘a) Formula Calcd. . Found

- ‘ . Solvt.) (decomp.) o : ; ———, SR

C H N C H N

K H CH(CH,), ?gg(%rg’t‘gﬂ) (175—177) 23 CyHyO,N, 50.20 5.48 17.57 49.75 5.76 16.75

H <E> %’;&L;)WE‘;%%I;S‘ (164—166) 46 CygH,,0,N, 55.20 6.16 15.05 55.31 6.30 14.81

‘ ' red prisms ‘ o e : : '

X —(CHy)y (benzene— (137—139) 38  CH,;0,N, 54.33 5.70 15.85 54.58 5.7 15.34
‘ ‘ . pet. ether) : ‘

a) Caled. from the corresponding amines. ) <A

2 B OO

(5-Nitro-2-furyl)carbamoyl Azide (III) B o triethylamine & HN, # 0.2 mole % & ¥r = — 7 AW
100 ml 1z, 5-nitro-2-furoyl azide® 9 g (0.05 mole) % &is ¥R+ v 800ml 25 Curtius K& (4 hrig i)
I X o THR L 5-nitro-2-furyl isocyanate (I) 0 ¥# %, » & &8ss 10° CHETF L. & bl —%&E%x
Shr B Lcob, FREEEL, HEAEARBELZSL. theXvEvhbFEHEL T mpl23—126° 0%

@SR R L IRE 66% CEAk. Andl. Calcd. C:H,0,N;: C, 30.47; H, 1.53; N, 35.53.. Found: C, 30.63; H;
1.563; N, 35.64. IR; Fig, 1. : ; ) ) ' ‘ -

(5-Nitro-2-furyl)vinylcabamoyl Azide (IV) kol rREEEr HNs £ 0.05 mole & triethylamine % &
¥p =~ 54 B 20 ml &, (5-nitro-2-furyl)acroyl azide® 2.2 g (0.011 mole) % B & + 4 = v 140 ml i 2
hr ¥ L E bhie (5-nitro-2-furyl)vinyl isocyanate (II) oBEW LMW T L 2. KIGHEE» bBEEEZ MR L T
BORIERAEREOBRELY < V¥ v bEMRL, mp 161—164° (decomp.) DEASHIRAELINEK 76% <&
#=. Amnal. Caled. C;HzO,N,;: C, 87.67; H, 2.26; N, 31.39.. Found: C, 37.48; H, 2.12; N, 31.24. " IR; Fig. 2. .

(5‘-Nitro-2—furyl)-S-phenylcarbainate (V) = III 200 mg (0.001 mole) o THF F¥ 100ml i, benzyl
amine 107 mg (0.001 mole) o THF ¥y 10ml % 0° ThHE¥ N5l F L. MBETE b 2hr 2 ¥
FEROD, BEEEEEL, %ﬁﬁuﬁﬁéoﬁé% <y /m aﬁma LT mp 137—139° (decomp.) OJ%éﬁ
R F 2 @i (Table I).

3-(5-Nitro-2-furyl) S—alkylcarbamate #7 (VI, VIL, VIII) IIT 200 mg (O 001 mole) @ THF ¥ 100 ml

- &, 3 fo alkyl amine ¥ (isopropyl amine, #-butyl amine, piperidine) 0.001 mole # Zh Zh &is THF "

W 10ml % 0° ThHE AL T L ARECS S 2hr e 280b, Wiy K LIERGOKA

CHMEROBEE SV AFAST A wR L ST~ SVEVCHEHBLTERLRR Y T % urea {§
(VI, VII, VIII) %87 (Table I),
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1-(5-Nitro-2-furyl)vinyl-3-alkylcarbamate ¥§ (IX, X, XI) IV 220 mg (0.001 mole) ® < v + v ¥ & 100
- ml i, 3o alkyl amine ¥ (isopropyl amine, cyclohexylamine, piperidine) 0.001 mole % ZhFHE&tr~
VR VEEK 10ml 2 10° T EERALE T LL. ARETSLR 2hr pE i 0, BlRE BELE
MERCHET > BECERR ARV, £2efyT 5 urea £ (IX, X, XI) % B (Table II).

BE  KbDEsR b ERAFE L0 IR BEY UCH AL TR A RS b oc I 17 & 0 3 K,
KRc@BD S Mk ERERCERMEL ET. 2RERENO —# % &2 bk ZE#MRANG THHRR,
BB AR A H PR TR B A e B < R L % T
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