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Cvanuric acid= &of ol 4 2% keto2} enol tautomers
o) g Al keto Fefe] evanuric acidE
o] 2 AJopE2Ake) 2l B2} Cyanuric acid 4]
B2 AR LR 3] -85 Aol S &
=, trichloroisocvanuric acid2l sodium dichloroisocy-
anurate’s QIR RE] BBA| AT AAFA el M
chlorine sources® 3¢ ARE-E ] g0 iallylisocy-
anuric acidS ] #3le AHEFAFFEA = Sl 2x)
2428 B35 NAAE] g H7IHE o) ¥
Skoks

o] Fo|ut AF2E] Fhol] W)E) isocvanuric ac-d"] ]
A&AE 2 Azge] ge] 4HA Al ¢t AF
742 R R okl fAle} Wk =2A R 7HA
v}, s 9712 isocyanuric acid®] monosalt® HHE
3 protic solventel] 4 alkyl halide2} BME-A) 7| Zio]
™, o}E b isocvanuric acid, alkyl halide, 22}
T 471E one-pot> E. A ¥H3-A) 7| & why o] ot
217l 852 542 DMSO, formamide 2T

BlAe] 4n]E AMSSOE Ho} o] AL uke
Safe] Al A7E G2 kol AR W A9 A E
o] Aol & N7} YT B ‘?‘1"7‘4[’4% "d’ﬂlﬂ- 4]
§ isocyanuric acid®] A2 Y Wzt ubyE &
&k,

w3k §A3Y A 713 2 LA isoeyanuric acid

JF’

£ 42T 559 E hee] Mg A A 7
) =1

Isocyanuric acid2| £Hel SHZI S}, Isocyanuric acid (1)
o) 9 YA 7 oA R AWES 1A G
2 uhe o] u}e} H,0oll suspensionA] 7] isocyanuric acid
ol 158k} LiOH» H:0F k5217 lithium isocyanurate
2Ys A MScheme 1) v 298] ©d G 3E 4
g A2 o2 71| el g A3 2 e RkEe]
7MY S dadck vkl M 29 11 e B
ZRUS 100°CA M 22 F]F reflux AlFch 2R
E3H5 o 4 methanolS 7k A7) & -?' CEARE L]
F ethyl acetate @ FZ 3] A E alkylisocyanuric
acids 3-108 AA AAE 9,1"1"}‘ &L 67-22%
2 A okisledond ofRE chaleydz dgkEnt
J A %90 e}, Benzylisocyanuric acid (10y2] Z-$-= o
27 e g Alekeke] dibenzylisocvanuric acid2} tribenzyv-
lisocyanuric acid7} 27 =g,

Alkylisocyanuric acide| s}, = 42 5%
ethanolell %<1 § 2 @&k2] LiOH. NaOH. £ KOH
s4N g Brlslal 28t & AAsked isocyanuric
acid disalts 4a-8¢& ZH7zh Al &R d9ly
(Scheme 2). 23R8 3% 6-100] A= 22 whf o
2 933l 2T 2000 A" ggA FREUL g
ek,

-229-
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Schreme 1. Alkylation of Isocyanuric acid.

(0]
H\ ~
N/lkN LiOH, NaOH
)\ /K or KOH, H,0O
0] lil O
B 45
4a, R = n-hexyl, M = Li;
4c, R = n-hexyl, M - X;
5b. R = n-heptyl, M = Na;

O
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N

O)\N /KO
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4b, R = n-hexyl, M = Na:
5a, R = n heptvl, M = L1
5¢c, R = n-heptyl, M = K

Scheme 2. Preparation of alkylisocyanuric acid disalts.

o] Ahe] 24717 FEE SR Bl dF Sal=
S} 5170 o 3t wettingAd -2 EARSIG T A AR B
E AT $357 T wettingd o] Heixl= <k
HA S 7 Al A @712 ]l 27k #7) oAb
(6. 7. 8. 22|32 92| H¥)e] Hl FsE} 5% ol#t
B A3 e, K g2 A AAHeR
Li vt Na deofl wlsll Sai=v} $7) Lsfdot. b,
n-butylisocyanuric acid (3)} benzylisocyanuric acid
(U 5] A% ST solskon) ol g
wetting”de] 3] 919t Taple 1T Al I £ 7l
W ARt BAE 49} 52 Yol Wat Sl
2 Relgrh K el $AE e ol Az
Lﬂ%’é AE A3 gl =) Alfgde] kst 5

. disodium n-hexylisocyanurate (4b)2} dilithium n-
heplxlmuanurate (5a)2] A5 gsll=e} A S4E

gt of 7} A A 2L A sl Ade] £ A
ojeht 4 7-??" vt

HEM O M ATl A= isocyanuric acid®] &l
o] 3lel| ] &b R.o]s]- td»/l-iﬂl»l-gg. sNubsleict w3,

3 _;l.yx

n-hexylisocyanurate 2} n-heptylisocvanurate®] Li -2
Na 52 78 FAviA S L] F7] el Alnd

fable 1. Solubilitics and Contact Angles for 4a-S¢

Compounds Solubilities® Contact Angles’
4a 28 72
4b S0 S§
4c 7 6(}
RE} 19 46
Sh 12 SO
Se | =

“Dissolved grams in 100g water.

"'he contact angles were measured alier rubber samples were
coated with 6 wit% solution and dricd.

“Not measured resulted from low solubility.

4& 3l Beitaleh

A 22| AL spi
4

Alot gt 7071, ARel ALga TE g Aok
Aldrich AlIF-2 Abaslg on]. §-7]-40l3= A%
71gohg 2k Al abek JAlstol Abgshaich
'H % "C NMR 23 X3 & Varian Unity FT-300
spectrometer. IR 28 E3-2 JASCO FI/IR 460 plus.
#2722 Contact Angle Measuring System G-10. 81
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ol avlebrEate] S0l vl dshel 2 ¥ 231

AEHAAE 48471 CA 1108 Clmer CHNS-O,
Z2 X 553 Buchi 512 capillary melting point
apparatusE- o] &3led dlo]e)E Lok

Lithium isocyanurate (2)2] &M 6.45 2] isocvanuric
acid (0.05 mol)Z & 25 mLell suspensiond} X LiOH -
H:O (0.05 mol. 1.00 eqyE H71gkeh. 100°Col 4 3 2)
ek HheAIZ F NS SR Ao s Al g
20 3 TAE A F N0CaA 247 2 3 1A
£ 286%)2 2ct. 'H NMR{500 MHz. DMSO-
i) B 821 (5. 2H, NHj: “C NMR(125 MHz. DMSO-
d:) B 156.3: IR(KBrY v 3327, 1750. 1579 em™".

n-Hexyl isocyanuric acid (4)2] &4: 10 ¢2] 2 (74.07
mmolyE methanol 500 mLell 5<¢1 ¥ 1-bromohexane
(8147 mmol. 1.1 eq)& ¥ 100°CAA 48 27+ F4F
B5 Az dbg ESQEAA methanolE M8 F
AHFE-2 ethyl acetae?l ¥2 F23 ¥ 228 f7]
Lo 3L T SAIEFLE AR A 3
o 774l & AASE FHGFEE benzene 28 Y]
o] 45 1-bromohexane® Al A&k W& F. 31 14
HRHE 4(60%)E B}, mp 221-223°C: 'H NMR(500
MHz, CDCl} 8 11.37 (br s, 2H, NH). 3.62 (t. /7.3
H,. 2H. NCH:), 1.52-1.50 (m, 2H. NCH:CH:), 1.28-1.24
{m, 6H. (CH-%). 0.85 (t, /=64 Hz, 3H. CH:):. “C
NMR(125 MHz. CDCly) & 150.9. 149.7. 41.5, 32.0.
284, 26,9, 23.1, 13.0: [R{KBr) v 3204, 3089, 2058,
2920, 2857, 1766, 1685, 1464. 1416, 1376 em™: ¥4
24 (CoHENOs): ol E3E (C: 50.69. H: 7.09. N: 19.71),
Al27E (C: 5045, H: 714, N: 20.25). SUs ghie
#d3le bromoalkaned 22 ARS3le] ZE1E 3.
T 5108 deith

n-Butyl isocyanuric acid 3): 2 28%. mp 210-21
°C: 'H NMR(300 MHz, CDClz) 811.40 (br s, 2H, N&),
364 (1. /=72 Hz, 2H, NCH:. 1.50-148 {t. 2H.
NCH:CHa), 1.29-1.23 (m, 2H, CH.CH:), 0.87 (t, /~6.6
Hz, 3H. CH:): C NMR(125 MHz, CDCli) 8 149.8.
148.6. 40.1, 29.4. 19.3. 13.5: IR(KBry v 3200. 3090.
29358, 2918, 2836, 1766, 1683, 1464. 1376 em™.

n-Heptyl isocyanurie acid (5): =& 35%. mp 217-
219°C: 'H NMR (500 MHz, CDCF) 8 11.37 (br s. 2H,
NH), 3.61 {t, /7.2 Hz, 2H, NCH-}), 1.51-1.49 (m, 2H,
NCH.CHy). 1.26-1.23 (m, 8H. (CH:)y). 0.85 (1. J=6.6
Hz, 3H. CH:): *C NMR(125 MHz, CDCli) 8 1509,
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149.7, 41.5, 32.3, 29.5, 28.4, 27.2, 23.1, 15.0: IR(KBr)
v 3204, 3083, 2936, 2918, 2854, 2794, 1769, 1684,
1464, 1418, 1374 em™: YA2EA (CuH N5 o] 8
Zh(C: 52.85, H: 7.54, N: 18.49), A&7} (C: 52.88, H:
7.62. N: 18.78).

n-Octyl isocyanuric acid (6): 7% 37%. mp 213-
215°C: 'H NMR (300 MHz, CDCly) 3 11.35 {br s, 2H,
NH). 3.62 (t, /=7.3 Hz, 2H, NCH-), 1.51-1.48 (m, 2H,
NCH:CH:), 1.2941.25 (m, 10H, (CH:)s), 0.86 (1, J=6.6
Hz, 3H, CH:) "“C NMR(125 MHz. CDCly) 3 150.9.
149.8, 41.5. 32.3, 29.7. 29.6 28.4, 27.2. 23.2. 15.0:
IR(KBr) v 3201, 3087, 2957. 2919, 2853. 2794. 1770.
1684, 1464. 1418. 1375 em™: 2 FA (Cy HpN:Os):
o) 27k (C: 54.76. H: 7.94, N: 17.41). =g (C: 54.87,
H: 8.08. N: 17.68).

n-Decyl isocyanuric acid (7): T& 26%. mp 207-
208°C: '"H NMR (500 MHz, CDCly) 8 3.62 (t, /=73
Hz, 2H. NCH:), 1.48-1.50 (m. 2H, NCH:CH:), 1.20-
1.27 (m, 14H. (CH:)7), 0.86 {t. J=6.6 Hz, 3H. CH): °C
NMR(125 MHz, CDCl) § 1509, 149.7, 41.5, 32.4,
30.0, 29.9, 29.8, 28.4, 27.2, 23.2, 15.0: IR(KBr) v 3208,
3089, 2956. 2918. 2850. 2793. 1769, 1686. 1464, 1418.
1375 em™'s FAEM (CHaN0s): o) 27 (C: 57,97,
H: 8.61,N: 15.60), A&7k (C: 58.01, H: 8.74, N: 15.,65),

n-Dodecyl isocyanuric acid (8): & 28%. mp 198-
200°C: 'H NMR (500 MHz, CDCl:) § 3.68 (L J=7.2
Hz, 2H. NCH:), 1.37-1.53 {(m. 2H, NCH.CH>), 1.36-
1.32 (m, 18H. (CH:)s), 0.89 (. /=6.8 Hz. 3H, CH:). *C
NMR(125 MHz, CDCly) & 150.8, 149.5, 41.6, 32.3,
30.01, 29.98. 29.96, 29.90. 29.66. 28.4, 27.2. 23.0, 14.8:
IR(KBr) v 3206, 3080, 2952, 2920, 2850, 1768. 1683.
1463, 1411, 1375 cm™, YEEH (CsHaN:05): 0] 2
Zh(C: 60,59, H: 9,15, N: 14,13), A&7} (C: 60.94, H:
9.43, N: 14.47).

n-Hexadecyl isocyanuric acid (9): && 22%. mp
187-189°C: '"H NMR(500 MHz. CDCl3) & 3.70 {t. J=7.7
Hz, 2H. NCH:), 1.38-1.56 (m. 2H, NCH:CH2), 1.31-
1.27 {m, 26H. (CH:)i). 0.89 (1. J=6.5 Hz, 3H, CH:
BC NMR{125 MHz, CDCl) & 150.8, 149.4, 80.2, 79.9,
79.6, 41.6, 32.3. 30.0. 29.9, 29.68, 29.67, 284, 27.2.
23.0, 14.7: IR(KBr) & 3209. 3084. 2956, 2919, 2849,
1767, 1686, 1466, 1412, 1374 em™": B2 BA (C1oHzN:05):
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[39)
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o) 2% (C: 64.55, H: 9.98. N: 11.89). A=k (C: 65.22.
H: 10.34, N: 11.83)

Benzyl isocyanuric acid (10): & 67%. mp 240-
242°C: "H NMR (500 MHz, CDC13) 8 11.5 (br, 2H, NH),
7.34 (m, SH. aromatic) 4.84 (s. 2H. NCH). “C
NMR(125 MHz, CDCl) 8 151.1, 149.7, 137.9. 129.5,
128.4, 128.3, 44.6: IR(KBr) v 3217, 3087, 2879, 2822,
1729, 1702. 1570, 1461. 1236 em™: HL4&H
(CreHoN:Os): o] 27F (C: 54,79, H: 4.14, N: 19.17), A
27k (C: 5508, H: 4.20, N: 19.54),

Dilithium n-hexylisocyanurate (4a)2] E4d: 1 o2
hexyl isocyanurate (4) (.97 mmolys ethanol 30 mL
of Y3 =<lv}, LiOH « HO 0.42 g (9.94 mmol, 2.0
eqre € 5 mbell med W2 F g 7 of whgAIRl
Y. Sell & AASLE, oMl BXAIA & F
Azt Al £8E 4a5 BT 'H NMR(500
MHz DMSO-di) 8 3.59 (t. J=7.3 Hz, 2H. NCH:). 1.46-
144 (m, 2H, NCH:CH»), 1.22-1.26 (m, 8H, {CHa)s).
0.83 (m, 3H, CH;): “C NMR(125 MHz, DMSOQ-ds) 5
156.3. 1534.6, 79.1. 31.0, 27.8. 26.0, 22.0, 13.8: [R(KBr)
v 3203, 2957, 2930, 2859, 1719, 1665, 1537, 1440, 1366
em™

Dilithium n-heptylisocyanurate (52)2] E4: 4a2
F97 22 guen 524 SaE dgldh H
NMR(500 MHz, DMSO-ds) & 3.59 (, /=7.3 Hz, 2H.
NCH, 1.46-1.44 (m, 2H, NCH:CH-), 1.20-1.24 (m, 8H,
(CH:%). 0.84 (t, J=6.3 Hz, 3H, CH: "C NMR(125
MHz DMSO-di) 8 156.0. 154.4. 79.1. 31.2. 28.4, 27.8,
26.3. 22.0, 13.8: [R (KBrj v 3183, 2957. 2928, 2857,
1718, 1665, 1557, 1440, 1366, 1229 em™.

Disodium n-hexylisocyanurate (4b)2| £HA: LiOH -
H:O 4] NaOHEF *18-3he] 408 ) 7202 by

2720 -

28 42 B¥ 4bF 491 'H NMR(500 MHz. DMSO-
di) & 3.60 (1. J=7.6 Hz, 2H, NCH-), 1.46 (t, 6.2 Hz
2H, NCH2CH:), 1.22-1.26 (m, 6H, (CH.)). 0.85 (i,
J=7.0 Hz, 3H. CH:): “C NMR(125 MHz, DMSO-ck)
5 1559, 1545, 79.1, 31.0. 27.8, 26.0. 22.0, 13.8.:
IR(KBr) v 3184, 2957, 2928, 2859, 1708, 1668, 1553,
1440, 1362, 1222 ¢m™".

SHEHE (Sb)el BH: 4be] /3 TSk e
S2HE SbE 2t} 'H NMR(S00 MHz, DMSO-s)
§ 3.59 (t J=7.3 Hz, 2H. NCH:). 145 (m. 2H,
NCH:CHs), 1.24-1.26 (m, 8H, (CHx),). 0.85 (1, /=66
Hz, 3H. CH:): *C NMR(125 MHZ. DMSO-d;) 8 155.5.
154.2, 31.2, 28.4, 27.8, 26.2. 22,0, 13.8: IR(KBr} v
3185, 2956, 2928, 2857, 1704, 1670, 1556, 1490, 1440,
1361, 1248 cm™'.

HEZe &Y. i F 2SS EF92 % Y3 60°C
ol 30% F<t HHeh ¥ Edell 6% isocyanuric
acid 4 F§42 Hp2T 60°Coll M 5% B9t S
FHT 10 pLFE o] Tl "= 10 Foll 3
F2HE EA sk

o] ¥td 2003Fhd = hFUi St e T RN
o 9ste] AT E.
=2

O|='

2l = #
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