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1.1

'H-NMR, C-NMR F1 3P-NMR ## & [ 0] 52 45 7
Bruker-300 DPX i # 4R A 352, 'H-NMR LA
D,0 Ky W Fx. **P-NMR LL 85%H;PO, A 4145,

HiL 0% 2% FRL 2 T i ] (ESI-MS) A& 7E Bruker ES-
QUIRE-LC il A% b 5.

DI R A B R A 2 ) it ) BB A S N A
.

JiT P T Rl 1R — U3 ok 1 b A 2R
AN AR (Pam) 12 SCHR[B] 1 4%, £ *'P-NMR
R A5k I oL,

1.2

S0 2 T A T A BB S IV A AR e O A
THUSS 1) [P 38 4 8 2L 1l 8 BBt S A3 b PR i 5] 28
VO T2 3 S N AR KPR I 2 %, N 4 A
JEE o H — N RO B 1) A 1 N 1 R
BRI 5E . K5 NaH,PO, « 2H,0 10 mmol 5 H % ® 10
mmoli& & T 100 mLi =30, M 10 mLsK FFAf
RN SE AR AR R M D2 1 #1600 W, 100°C,
TR a] R R B 5 min, TR SBOT G, BT
ST 2 SN A R R R K 2R NI 5 1 T 4
INF. 4% SEG R 1R I () BORE TLCARS I S o 45 3, Jg IF
FIHIE T : ./ /K=5:2:3, H 5%&fi —Ni- L%k
B, TH-NMRER B S W HEFE. s W b B v s 490 1)
T 5 WG > K, BABE Ak 2 ) G Rk R R T
B4t B A& 2R HAOIEL R . I N 5 B i e il A v it T
IR, FEBH 8 - A 400 i 2 A s 2 2L op () e R R )5 L
FEESI-MS/3H.

FC A 3L 5 PR S T v S 2 AR ).

1.3

# 10 mmol ZILMR AT 10 mmol = f i 2his T
%47 100 mL K (Bt 1, A NaOH 75 pH=10, ¢
P B T2 . $ L5000 1IN R EREL TLC 4
B, JEH H-NMR JEAT 5Nl B BRI E N 45
AR R ANINK, G K 2R T RN SE R B b Ak
7 5 o SOV ARTR], FFREAT ESI-MS Z3 4T

T S oK % 2270 NaH, PO, fiEfL T 2 JE IR Y
Jol de ] SR PR AR IR S . H 2R TR — A B L 2
Ja, FIBINA, AE S N AR ZR A OREF 8 K 287U
By, BWMUKEKERET, REFIAZAD SR
HURERE AL IR, XA R AR Bl 17— T PR
R, A5 R AR AR S N AR AR L. S
6 45 RACIL, AESRBAE TR S N AT LA 85 I ]
9 2 ORI A B R Ik BLUACA R, I Hoe s m] 8
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TR e P ORI IR I 0 B A S S R
R B A R R IR, ESI-MSE I k. =k
FN)UKGER 1) EEET S G PRIk 0 & EA PR, 2R
JR R Ak e 3G n, BRJTR 32 2 B DY RN R SR (R 1).
A SR TE A R A EpH<T, (EAMH &M, 4
pH>8 I [ VI TR I 2 A% R A L™= 4 A Bl 3K L
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H,NCH, —C+4- NH-CH,C + NHCH, - C+ NH-CH,-C+

| 268.9

miz 497.0 | 440.1 1383.1 | 3260
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NH-CH, - C ~ NH-CH, = C-NHCH,C = NH-CH,-C

] O O Na’
I

{2119 OH

X1 ZPEIR

K1 FIRRLMEILT ESI-MS 5

Gly+NaH,PO,

/mmol MWI/C « min™ LR %1% IR 21% ESI-MS (£ L)k) ESI-MS (3 Jik)

10+10 100/30 10.6 6.4 132.6 (Go)+H* 114.9 (G,)+H*
120/30 16.2 12.6 155.3 (G,)+Na* 136.9 (G2)+Na*
140/30 21.1 23.1 188.2 (G3)-H* 228.9 (G4)+H"
160/30 16.1 34.1 212.1 (Gg)+Na* 251.0 (G4)+Na*

244.8 (G,)-H*
269.1(G,)+Na*
304.2 (Gs)+H"
326.2 (Gs)+Na*
361.3 (Gg)+H"
382.9 (Gg)+Na*
418.4 (G)+H"
440.1 (G;)+Na*
497.1 (Gg)+Na"
512.6 (Gg)+K"

343.1 (Gg)+H"
365.3 (Gg)+Na*
479.0 (Gg)+Na*

I I B AT I B s O, AR 2 EATT I 5
ENGE

TE A TR BN NaH, PO, W W g 7 3k 2R I /K,
ARG WERER (K 2). B 2 vhas Ik A N
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FIRA T4, I BRI 32 B2 T R R R £, 1Mo
LS T I v R AS W SR 0. s 4% (800
W) 5 7 minj5 /K B8 B FEE R /K & 1 93%, K&
PR EE DA Pl 53 600 WA RS 20 miny™ 4 LA
Pan 4 T KL= 2] 200°C I ] SEK 2 2 hfG 2 5
TR 6 (R AL 3R 31 T 999% (L Py 2k 64%, Pamik |
35%). FH oI S A i 2R 3k 170 3 1 LU A% 4 o 4k
J7 21 A U e AR, S %t B A,
15 A= i B Y DL R Bk, A ki B R AT K
A BEL P O H i S5 5 ) 308 X 008 31 A )il
SEATRER. DR 1R A RIIC SR B 1R b /E AR
SR Yk 55 4% 2 T DA 38 22 Rl 1 6 1.

XA S R RN SO PR ESI-MS RS I E
TR RS H IR T A K AR BRPIR I 2, 3 2).
BTN XA T AT RE 2 0 1R 26 11 4k H 20 R R Ik 1
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[ 4 F R AT R, BL 48 B 1 I e P R S R A TR, R — A A 1 e Ak S
IR I K. WK T G SR A i A A OB R 2. UG %
R o (primitive soup) 2 Tl 5k 5 A2 75 /K i\ RS R A =
o 0 HO_'[!{_NH_C. pechon  DRBHERHR (Pan), BFIC(E RN (25 C) A PR & B A A
o . I PLRERR A OBk . S8 45 (R 3) o, 1
H o OH S M pHAE FI A PE T, = R IR B 0t e o 0
T B, SRR = R (K R R
ESI-MS: n =1 H+137.9 = ESI-MS: n=1H"155.9 PR R R UK () AL 6 5 AF AR 36 5, BRI AE 5
n=2H' 1947, Na' 217.1 LT 1, Bl A 0 1 1 A, K 5 46.5%. 7Kk
n=3H"252.0, Na* 274.2 n=3H"270.0
n=4 H"309.0, Na* 331.1 n=4H*327.1, Na* 349.0 RS T R AR T BE g b BE R IR IR 48 & Ik S i — P
n=5H 3659 Na 3882 58 T A A RO P A R P A A L R
3 IR KT IR tH-NMR FI BC-NMR ##%
AL+ b R ’%ihﬂj‘i :#;wmg‘ "H-NMR BC.NMR
Py /mmol I R 5 (WG BT V1R) )
Gly (10+10) 7.5 20 0 0 372614 (52.817 Jik —CHy—) 176.844(—COOH)
8 28 0 0 3.70712 (51.452 =fIPUJk —CH,—) 173.590 (—CO-NH—)
10 2 7.4 0 3.42513 (s 1.845 =V NN —CH,—) 173.240 (—CO-NH—)
24 31.2 9.6 3.39339 (s1.276 =V DTN —CHy;—) 169.196 (—CONH)
48 18.5 4.1 3.30511 (s1.241  =FIPUJk —CH,—) 43.967 (—CH,—)
52 14.5 2.7 3.28534 (s52.486 Rk —CHy;—) 43.477 (—CH;—)
72 21.6 8.4 3.15775 (s 20.000 NH,-CH,COOH) 41.788 (—CH;—)
103 11.7 4.5 40.804 (—CH;—)
144 15.9 3.2
168 225 0.9
240 11.9 0
L-Ala(10+10) 7 20 0 0 1.21146,1.18821 (d J=6.97 2.3048 —CH-CHy) 185.121 (—COOH)
8 34 0 0 1.21942,1.24028 (d J=7.03 3.1182 —CH-CHj3) 182.031 (—CO—)
9.5 17 6.6 0 1.14113,1.11722 (d J=7.17 20.000 Ala —CH-CHy) 168.798 (—CO-NH—)
48 7.2 0 3.57957 (qJ=7.17 75623 Ala —CH-CHy) 147.875 (—C=N—)
72 1.5 0 4.02322 (2 Eig 2.0877 Jik —CH-CHy) 52.085 (—CH-N—)
24011 (CHs-C—)
21,110 (CHz-C—)
L-Val(10+10) 9 24 22.2 0 0.70570, 0.68292 (d J = 6.843 1.4593 (CHs),CH—) 182.166 (—COOH)
48 11.9 0 0.76710, 0.74482 (d J=6.681 4.0126 (CH3),CH—) 180.757 (—COOH)
144 31.9 0 0.82965, 0.80651 (d J =6.942 2.5239 (CH3),CH—) 178.269 (—CONH—)
168 46.5 0 0.91440, 0.89041 (d J =7.194 0.6425 (CH3),CH—) 163.530 (—CONH—)
0.95204, 0.97611 (d J =7.203 0.5089 (CHj;),CH—) 163.191 (—CONH—)
1.94331, 1.92450 (£ Hl%, 14175  (CH3),CH—) 61.943 (—CH-N—)
3.65871, 3.64346 (d J =4.575 0.3902 —CH-CO—) 60.735 (—CH-N—)

30.567 (CHs-C—)
29.956 (CH3-C—)
18.430 (CHs-C—)
17.974 (CH3-C—)
16.565 (CH3-C—)
16.114 (CHs-C—)
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KPS R A S R SE DL TR IR 1 R I A
SCSCHL T WETR AR QAR I AR IR AR
M BRAEAE Q58 S SRR A 1 K B AR S A B
Shy sbBGEDR . KBS S, X VIO R L
IR R 0 2R 15 1k 22 BRI IR s R O TR Uk

A, IR AR R R 1T B B AR T (KA, Ol 3
T2 B B SR A AAR A7 R SR AN BEAL A P AN [ T 51 A
AR OE T 3T B AOKE. 28 BRTE, AT DA
ERIE “&IER-BEHR L AR m] BLSCHL = R R
TR K TR SR S PR RO A I AR, L E A
DB T BE VR U A BB 2t 2 TR, AT AR IR ItV
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