255

L- (FE-H) -F R
FIT EEE

_ (BB 2R R BT AR ITRT)
*x@iE ﬁﬁﬁ.ﬁﬁ%%%.qﬂwﬁﬁ.LﬂﬁgﬂHkﬁﬁﬁo

L(?%“H)Eﬁﬁmﬁﬁﬂhﬂﬁ%&z—,%?é HRR, BERERNK A
BEREEEHPRS, FAOXEHET A ERFREERRM LD,

P ETE AR EARIE B IR — R SR A AR IE U BE S MR I 25 R AR LA ) — B Ik
%&Eﬁﬁﬁ@*ﬁfﬁ@moﬁhﬂ%@@?%%%nﬁﬂ&A%%%%MA%,%TE
MBI, REEFRLKRED, ARIVBESBRENERRE, BIFT—4% 41K
SH-PUR St BB L%, B8 T R BEBeRs e H-BR b 9 2R RBL B AC B i 4% Ak
BITEAGE, 73 Bl B8 R NSRS R B 30 BB AR e OB 5 AR 3 AR LA G LGB, AR
B RER, A H-MSAHRERE PGS -, s H-p s, b2
BR800 (MEBIHE) . BRBPEIHEREMTLE, KRN & 6 iLE
5ARGHBHERE -, BN L-BEABaRABAPASEREPERE, SN H-BH
CBEAERL-(PE-H)-BER, 2ELEHTHEEERREEN A EALE R R I = R
F2T %, WEER 12.8C /oM, MALAE D) 95% , RATER RSP Sk AT & # 15
T L-(BE-0)-BEW, BIHRESHRILRE %ﬁﬁﬂ%ﬂh%mé%hhﬂ&ﬁ
SRR 3, T ELW R RS RSE B S BOR  MRE R

L-(Eﬁéé—‘*H) -“EARKERELNT,

NaBH, — % o NaB*H, 09 capron HI C*H,I
.._.___> _— (%
avt 360, 96h 2 H,0 ’ : (1)

CH,SCH,CH, lCHCOOHW;TTHSCHZCHZCHCOOH A

NH, NH, '
C*H,I
O SCH,CH,CHCOOH (2)
| .
NH,
=R W 4

1. H-@SkANHE.

ETRNTRAR, BMALNFE, KR 1lng, 540 FEBEREBOGEHE (5
30mm, B 12mm) Py, FHEASHRMO KSR E(TOmD R, WS RN F Sk,

19824E 5 A 7 Ak, -




256

Ji203k 2% 107 Tore, NS 285mmHe, SREH B BAHOV BRSPS , B BIR B 345—
360°C, JEHUSLIY 96 NG I N, YR, MR R A B A SN S

2. 'H-RBROHE

B RAUTIR, 1. Sml AR K B A B P BT IRAL A SRR A B e S R L PY IIAEE
- B 28mg Fukok Ve R BRI B 2 AN BRI 5 2 A0 AR 2m1,1$’n$?11ﬂ§>5§fi}“3m.
GHSRERNBI 110°C), AN ZE BN ESH, 4B H-BUR Sl S S5 3 K Bk
BERAAETREREERBALHNEZEN., —ADRDIHEE, Eikmndk, BEZEAKRE
B H-TRR frd8ul, PR R80% (UHEHE) .

ERI A AT 4 BT E W, ﬁ!&h{%AﬁEE@M$FE@Eﬁ@1¥ A.R. BB B —
.

3. L-(PE-H)-ERBNHE

TRER L-BE B 46.5mg A MR RMA, BF —50C WTAAMBS, BA E X,

SRR 6 —7 ml, AL JRYY 40mg, I BN AP, BB RG22 6, 5 7 20min
By MINGEALEE 23mg, WHRE (EARBPYZRARBRHERTEE, LESHA B XH

BN, B EA H-RP RN T, 6 - PSSR S8 E N R, 85,
MBS SRR 20min, RFLBREHRERET,

AN Uml FAE KB SN WV AR, R T FICT pH B 8, EiMFok 28 Tml, AL RN
t, HEBFLFLWETY TSng GUPRESE, FNEEIBERE) . BEE" WR
A EOK B RE T T B M R R EAT B by BRI T B TR 2K 1k = 40:30:10:
20 (AR JEREEN S EBEER, FBESRS G SHEA, RUBEHTNS Y
EWET%LEméi%#%%&#m%MﬁPﬁQME%%LE? HL~(F #~H)~
BRI 5 QIR A K B AR K R

a. L-(BE-H)-BERBNSHLRE .
(Ul:klﬁ 5 1 {1 T 60 U 5B mﬁﬁﬁﬁﬁw&&ﬁ%%}:m TNBS w@.ﬁ}ﬂ?%uﬂlﬂﬂﬂs?a

B, Blisifbs L-(9 &%-

H)-BARML 2% =R N

2T%, HH NE8312 Witk

PRuE A A 3R BE, BB

PRI R 12.5C /mM,

| S BT RER R GHAER
: T 3R 2 RE 7 TR AL 26 B
IAT B THE: &K: K=

L}“  40:30:10:20 (kB ) K
X 3 . BFH, ALY 95%,

Al L-BRBONMRERY DET BBk =8:2:10

<a)——L-§ﬁ$; L) —L-(BE-D)-BEEH. (ﬂi%ﬂﬂ:) BRI, Wi




N6 % o

(iFEEMBE RATIRICHBR L, HTFUESHT(70eV), £REH m/e (KX
BRAE) : 145(143),144(60),143(33),142(5), IS HBL P Le v R EER81% . % EEMIF
M7 EHBL-ORE-D)-EER, Bk (70eVIBIR, m/e (X ERE) . 152(125),151
(50),150(9),149(11), 7= 5 o ST F FE 2 80 % , A REFL B 1 5 hnvE L-R A BRI B i
S, MEH SMER2. RS NT . XIEWRARCERSE L, IFTHE S P ERKEE
H81% (WE 1), M BIESE TR VSR /£ R & L BRARERMLEZ#H,

BOMREE, AR, REV=FREHBETSHGE, Rt RS XS TE Bl
Bt

g £ X ®

D. Dolphin et al., 4nal. Biochem., 36, 338 (1970).

N. H. Smith et al., J. Am. Chem. Soc., 77, 1033 (1955).

F. A. Cotton et al., J. Chem. Soc., Dec., 4138 (1959).

R. Schwob et al., J. Labelled Compd. and Radiopharm., 14 (3), 335 (1978).

——— —
o N e

THE PREPARATION
OF L-(MFTHYL-H)}-METHIONINE
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(Shanghai Institute of Nuclear Research, Academia Sinica)

ABSTRACT

A procedure for preparing L—(methyl-* H)-methionine is described. The method involves
the tritiated sodium borohydride reduction of formaldehyde. This will be followed by io-
dation to give a 809% vield of tritiated methyl iodide. Direct alkylation of the L-homo-
cysteine anion, generated by the sodium-liquid ammonia reduction of L-methionine, by
methyl-T iodide gives L—-(methyl-*H)-methionine with 279, yield after purification. The
specific activity of labelled methionine is 12.5 Ci/mM. The radiochemical purity is over 95%;.

Mass spectrum and NMR spectroscopy of deuterated methionine, prepared from deu-
terated methyl iodide by the same method, show that the deuterium content of the S-
methyl group is the same as that of the methyl iodide, and methionine specifically labelled
in the methyl group is obtained.

Key words Tritium labelling, Labelled compound, *H-methyl iodide, L-(methyl-*H)-

methionine.



