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1. FEAEBRR

) = FURH NN 43.045 g (0.509 mol) (1) a- I FE A2 Al 1.5282 g (0.0154
mol) (A4, U = FUR R R IR, B8 VA B FOAE i 00 =, DRFFAA
FO P RLAF, 1 E R o 91.00 g (0.765 mol) FINEAREER, £ 250C
N N M I ST N B O, IR A R (. e e s, TE
Tk 22 IR (2 75°C), O 1 /NI JE 45 1k, R EE S VA A B (v, e
RV B S 100 mL S CUfp . 8 2R P, PR 50%.  'H-NMR
(CDCls, ppm) 2.02 (q, 6H), 6.05 (q, 1H), 6.52(q, 1H) ; *C-NMR (CDCl;, ppm) 18.54,
133.50, 140.58, 168.81.

2. FRAMBEH AR

¥ 1.6833 g(42 mmol) ) NaOH ¥ T- 15.0 mL /K, 43 % 7.5 mL M4, —
U3 7.5 mL AN 1.5047 ¢ (20 mmol) IHZR, I FHUK/KIBAZ]
2 0°C. 7E= VR0 e b WU v <k BRI 1 53— 7.5 mL &L
BB S O S 53— FUE RO SF i 3.0 mL & Al
2.3277 g (M FSE IR S, RS HT T P LU S 2 0 i e i) = 08 i o 9 e
W WNTEERIE, 4REHE S°C R 1 /M. RNEE S, 1E20°C NHEARR X
FEE. HOBENNE ORI OO, FERIR pH=2, Wil ILEM. H 2%
CMERER 50 mL A0 5 K. I S B8 Ja LK 2R TT0E, KA B
Mo IR UTTE, A JE KR R B T4, ik I BR iR B, e AS I A A
IR, 2% CREE 45, 77 % 40%. "TH-NMR (DMSO, ppm) 1.85 (s, 3H), 3.76
(t, 2H), 5.38(t, 1H), 5.71(t, 3H), 8.28(t, 1H) ; *C-NMR (DMSO, ppm) 18.30, 40.65,



119.46, 139.42, 167.60, 170.97.
3. 3-ZBiH AR T B H AR

FE = FUR A N R 36 Y B3 H 2098 (0.50 g, 3.49 mmol). Jo/K USRI (30
mL) MR Z18(0.53 g, 6.97 mmol), [FIFIERC ek 28 Ak Br 2 DU ERIR, T07 T
B g, SRR, MRSl HEH TS SR Y.
4. 3-3H R T B H A B (MIBGly)

7E = FORH AL 3- SBhR 8 e T S T2 1R(0.7618 g, 3.47 mmol). 2515
T7K(10 mL)FIHKE/K(10 mL), HiHE RN, FHARLE Y 30 min. JIAMKERRR
MAL s pH=2 Jii, M IR LMR(6x50 mL)AHL, A HUHHIJCKBRIR BE TR A i
AR R R RS B A ARG ). FLan H 2R CBEE 45 i, 193] 0.34 g HfA
AR R, 72% 60%. "H-NMR (D,0, ppm) 1.20 (d, 3H), 2.68 (m, 3H), 4.01 (d,
2H); “C-NMR (D0, ppm) 16.38, 26.94, 41.02, 44.11, 173.31, 178.56.
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Fig.1 Synthetic route for 3-mercaptoisobutoylglycine (MIBGly)
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W 2% FIRITIEG L, AR BER A 3-E RN AR A2 R, AT MIBAsp,
'H-NMR (dg-acetone, ppm) 1.17 (q, 3H), 1.78 (t, 0.5H), 1.86 (t, 0.5H), 2.50 (m, 1H ),
2.64 (m, 1H), 2.79 (m, 1H), 2.90 (t, 2H), 4.82 (m, 1H), 7.54 (b, 1H), 11.40 (2H);
PC-NMR (dg-acetone, ppm) 17.43, 17.46, 28.51, 28.57, 36.38, 36.56, 45.05, 49.49,
49.58, 172.25, 172.42, 175.23. %} T MIBAPA, 'H-NMR (ds-acetone, ppm) 1.41 (d,
3H), 1.72 (t, 1H), 2.53 (m 3.5H), 2.73 (m, 1.5H), 3.45 (m, 2H) 7.26 (b, 1H), 10.79
(1H); C-NMR (dg-acetone, ppm) 17.70, 28.52, 34.49, 35.75, 35.87, 45.19, 45.24,
173.28, 174.93, 175.02.



