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w3, vEd AAE, 5 E9 vololninyde Egolo|nAoldlo] Egte] wE-go o] Zzl$-ol 8

u HEE= '?% ﬂi AgE 4 e, ”7] Zofo] Aol EQ] tE A ooll= EF74
E 2 (Fd ololAAlot|o]E); AL Tholofo] mAlotu|o] E; wHd
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Kumar, Macromolecules 17, 2463 (1984)]°l 7WAlEof o). TSk,
< HE A FE&A Be SFAE st A4 dAd tojolreagds & d =,
Z7 slollA Add g k. ZFotolAoflo]lE MiAl, EF< e Ao EF2 A4 e
et SFA WES AET Aol F o] AWM FAFHET. ded
#4,110,4125 2 E3A[Millich and Carraher, Interfacial Syntheses, Vol. 2, Dekker, New York, 1977]°l
MAIE O k. EZE tholopu I de w3 53] A2,816,879%0 JMAlE AlH FAAAI} Zo] E27T}
o] whgo] o) Ezlg-dotr HMEd & Urt.
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Uebdth, mlebd A@ge] HEAS FE e P Ad 'FEy
BE WY, AR, Ax 53 ge 85 Bl A
HAAG AHgEE vheh gol, fof
19145 Lhebaich,

o rlo

g9 BAEA gegw, W2 0 R AFERS 2 500 9 100 WelA /Sain.  2e) WAEA
o 2,6-TFo]-tert-3-E-4-v &5l (BUT) B = 2ho]o] & 2] 2 rho)of & o] Bl = (BEE) | &

ofole] Slvliz theat Prk: Meq ' FHE Avstul, b A sy, g 2@ S, gt
AAIE NI, mol'E DATE o, Cynt' e ol T2EE el ae WeeE o

st "M EES 9v|sh, "MeOH"v= WEHES oHEh, "MR"2 & 27 Iy F3WHE vk, "Pd -
("= &4 ZetgE(palladium on carbon) & ou]stH | "Pt - C"&= &A% WS (platinum on carbon) Z7j
& 9u|git},

A6l 1

o eld-2,6-ttololyl [SFE2olu|d]o] Ax

FFERUEY (12.9 g, 138.3 mmol, 1 eq.)< 250 ml 2| #| =7 o] A4 Ni; (MeOH & 2 M &9 174.0
ml, 347.0 mmol, 2.5 eq.)® ZF&Ftt. oAl NHy (15.9 g, 936.3 mmol, 6.8 eq.)S F7bstx, W& &3
ES 100ColA 18417 &<t 7FE33ith.  o]oA] wkg EFES HFolA sFAA 24 uAE APt
=

W BFE|A] s ABSS H NRO] ohd 7791, AEAS 95% 2. F BAL B 2R
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d (200 m) oz AHsa, FF olzte] oa Helate] 10.98 go] AAES H MROl o3 7299 we] 58,
95% z3te] MElgom 2 mARA AT, AN s)5ete] WA HEAA H NRel 8] 95%
%230 £EE 747 nuke ZRERUEZR golyE= 2 77 g0 tha 9 (dark oil)S AAEUT. e 24
S _’—E'l_. 3% T;]'

A4 2
- e sl g-2 6-tlololWl [3-wElFFEI=oln]d]e] A%

-WESRE2UEY (14.9 g, 137.9 mmol, 1 eq.)S 250 m¢ ~HQ1# ~-7 #o]# A MeOH (172 me, 0.8 M)
2 NH; (21.96 g, 1.29 mol, 9.3 eq.)¥ Zgstdvt. Wk E3ES 100ColA 18A17F FoF 71datdr).  o]of

A ouke BFES AFAH BHEAA A nAS YA, = e BHEA sty AL 1 NR
= A

B4 VF B2 (200 m) o2 AHEI, K o]t o &
Zate] 11.54 go AAES T MRl o4 67%0] we] &, 956 o] MEgow A4 AN AAHA.
AANE F5ete] AFA FFAA, HNMRe 93] 95% 279 25 7IF nuke WS FERUEgdR g
A== 4.34 g°] v 29S AT, F =4 3FES 96. 1%

AAlel 3 WA A 72 2, 6-tholofrmylejd o] AxE HolEr. AAle 3, AAld 4 B e 5l M=
o] & WshAIT.  AAl 6ol = Ny s=E SRR, Al 7oA = Pt FlE Pd WAl ARSRE

PP o 3

AN 19 wel Azx3 FFEFEolmd (111 mg, 0.99 mmol, 1 eq.)S 10 ml 3t~"lZo](Hastelloy) #lo]#
58 (shaker tube) - o]7]ol <A NH; (1.0 g, 58.7 mmol, 59 eq.)S 7} - <A Pd-C (52 mg, 0.05 mmol,
Bt 10 wt%e] Pd 5 mi%)oF ZFetoict. o] EES 200CoNA 45417 Hk tdEqltt. o] EFES F
A 2ER WZATIAL, A& NHsE N, #HAo o8 AT, = EFES 10 mee] 5 MeOHO
AErA7]aL, FE AJRA olye o&] AAsaL, F W EFES AT FHFAAT. FFEEolvdo)
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N

AL 956 7oA 0.12 mmole] 2,6-thololr] =T 2 He 11.9%2] & &2 A3,
PP 01

AN 1o met Alzd FFE 2ol (111 mg, 0.99 mmol, 1 eq.)S 10 ml € Ro] Ho]A FH - o7
N NH; (1.0 g, 58.7 mmol, 59 eq.)& A7Fg - oA Pd-C (100 mg, 0.10 mmol, BAA2] 10 wt%2] Pd 10 mol
%)k Z3Fatdrk. o] ZFES 200TNA 4541%F Bk 7HEsgitt. o] £3ES T4 2=E WAATAL, o
] NHy& N, Aol o8] AAs Y. 2= FES 10 mee] 7 MeOHol AEAIZ1aL, FujE AJRA OMOH

o AAST, = Wg EFES AT $HFAAG. FFEZonge] AREE o5% 2714 0.14 mol 9
2,6-Colobu] w2 1S 13,769 o= Sf 2 AFHALH

PP o 5

AAe 1o wet A%d FFEZolmd (111 mg, 0.99 muol, 1 eq.)S 10 ml =g Zo] #o]7 FH - o]
N NH; (1.0 g, 58.7 mmol, 59 eq.)& 37} - oA Pd-C (200 mg, 0.20 mmol, ¥22Fe] 10 wt%] Pd 20 mdl
%) ok 2FskdTE. o] EFES 200CA 45417 B Attt o] EFES T 2EE YAA7]AL, o
o] NH;& Ny HA ol ol&] AAsAT. F EFES 10 mee] F-<F NeOHol HEA7|2, ZufS A=A o] 3o
o3 AAstL, x W EFES T FREFEolnd e HEE-E 956 7oA 0.10 mmol <]
2,6-tholot =3 S 10.4%] o= F&= A

PP o 6

Aol 1o wel AlEF SFE2elv e (80 mg, 0.72 mmol, 1 eq.)S 10 m¢ df2"®o] o7 FH - o7
N NH; (1.0 g, 58.7 mmol, 82 eq.)& 37} - oA Pd-C (200 mg, 0.20 mmol, ¥Z2+e] 10 wt%] Pd 26 mdl

ook =tk o] TFES 200TAA 45413 FF HdEdint. o] Ed=S T 2R2 YAA7]AL, o
o NHz= Ny HAoll ofal] AAs Y. = Ed=& 10 mle] = MeOHol FEAIZ]aL, & AJRA] o 3po]

o AAST, = Wg EFES AT $HFAAG. FFEZonte] AREE 95% 2714 0.07 mol 9
2,6-Colobu] | 1S 10,089 o= &2 AFHAL

PP o 7

AAe 1o wet A%d FFEZolmd (111 mg, 0.99 muol, 1 eq.)S 10 ml =g Zo] o7 FH - o]
oM NH; (1.0 g, 58.7 mmol, 59 eq.)= 718 - oA Pt - C (390 mg, 0.10 mmol, BAA9 5 wt%2] Pt 10 modl
%)t 28tk o] EFES 200TolA 45412F B 7ttt o] ERES F9 2= W7 A, o
ol NH;E N, HAol o8] AAsAY. Z EFES 10 me] F4= NeOHoll FEA71a, FulE AJ9A] OMOH

o AAZ L, 2 WS EFES AFNA FFAHY. FFEL2olu|dol HEFEL 95% XA 7.00 pmde
2,6-thololm =T UL 0.70%9] + &= A,

A 8

- gy gl-2 6-t}oloprle] A%

Ao 20] wet Ax3 3-wdFFEZond (124 mg, 0.99 mmol, 1 eq.)S 10 m¢ 3t2eElR2o] #o]7 FH -
o] 7)ol MA| NH; (1.0 g, 58.7 mmol, 59 eq.)E FH7}3F - o)A Pd-C (100 mg, 0.10 mmol, ErAAFS 10 wt%<]
Pd 10 molp) 9t Z3Haldct. o] E3ES 200ToA 4543 Sk 7}@3}&@, of TFES FH =2 YA

A7 Iy
7131, of 9] NHp& Ny el ofsf AAse. = E£9ES 10 me] 55 MeOHoll dEA7]aL, FulE Al31X]

olFloll o3l AAZ AL, & ¥ EFES JAFAA FHFAZAT. SFEHEYUEHS HIEIELS 100%914 0.02
mmol 9] 3-wlE o2 d-2 6-t}o]olylS 292 & &2 AU

A A o 9
2.6-tholopr -3 5-tho|m el a o] Ax

3,5-tolvd S FEF=2 oS HAld 29] HAE AME3le] 2 4-tolHE S FEIRYEHRFH Axgt. 1 9
ZFo] 3,5-to|vE I FE 2 o|n|d S FfrER o] oA FE - of7]e] AA NH; (59 eq.)& H7M - oA Pd-C

SFujel 2. o] TEEE 200ToA 4543t Bt THERH. o] EHES T4 2EE Y7L, oE
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