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§7-6 BREBXMLEDHSE
ZRERAAHNU LB IRTTHRA S R
BEMEERARL SV BHRMEHIE 1. 1K

B To 5 SR, SUTE G A 2 5, R T A
M, W5 A A BRI, TR B B i Ay B IR S R
mEAX.

®7-3 BREAXCEHHEHNEH

HAMER HHR %5
:1.:4 NH; (CHz)«NH; Put

P NHz(CHz)sNH: Cad

=13 NH,(CH;)4NH(CH_)3NH; Spd

=13 NH:(CH,)3NH(CH;z)NH(CH:)sNH: Spm

V-3 1.4 CH3CONH (CH2)4NH> AcPut
ZEB P CH3CONH (CHz)sNH. AcCad
NI-Z, BRis K NH(CH2) sNH(CH;) sNHCOCH;3 N!-AcSpd
Ne-Z, Be 85 Bk CH3;CONH(CH;) NH(CH;)3NH; N3-AcSpd
Ni-Z,®e s e NH;(CH2)3sNH(CH32) 4NH(CH)3;NHCOCH3 N!-AcSpm

L RiaeiR ERNTERERESHARN A
BB AKAEIKS T B R A B RSB H8
ARG, % AR ColEY ™ A G A B
B, Genner F Skaaden % 4 H| A B T
Lichrosorb RP-18,RP-8,RP-CN 3 #, Cs, CiekE, ¥
HRR R Coutk S BBRBEF 7,

2. FAMFMmEW® RSN BB
H ST A By R, TR B TR #H
5,58 AT 2 BT BB T R B I PO R AR
BREZEAE B THTXHRMIBURAR, S
B MR R AR B B R AR R BIAL 2R,

.RiEmFHER BT HETRAHE, AR
EfERE RS TG, ZRASEHERS
5 m P AYIRI n- T 5 A BRER K& W iR
BT R T, VB 2 RS T 5B Xk
RIS &4 3 1% LETAE , 18 0 87 X s Fh] 6 v
B A AR B TR B, EEREE T A
R TX, AT G Ty ®. HaiRAER
FHABERIEENHETYRY AN ET
Pos—el,

4. RS MR A VLB B K B B
MR ERE O RS> BRRKEW, R pH

xt R A BET W OBMAK, BEPEAE TR
FEU B g & ERBOK, BT R e k7 /s (18
7-13)0%200 75 AR T 6538 o, B X AR R
B bt B Rt N (E 7-14),

§7-7 BBRREFXLESHHRE

AL A Yy kS MR R AE , ST AR JE A B
HEATR . 5 S 2% IR fa b L 1 R U — R
BEXKEYHERGNE, S EFRR ML,
EFERNKRT BRI .

1. ESMRBE  HIME AR AT & ey E -
BT WS- TR B R R R AR
B H (DABS-C1) %5, B B R A7 A= 150 R R U 8
1%, & B E W E 2302 2—50ug K 20—200ng, UK
AT ESRMENT. XHBEM DABS-C1 A
7 A SR TR L T A 7 R s AR W R O R SRR
A EPBEN SR AP E KIS 229nm & 230nm
b4 181 R 4 BE W] 35 1pmol B§, 6ngl®-?], DABS-C1 %
WA A R W 1 S 436nm, REUE 2pmol™),

2. 5B ME B RLE AN ERNE
%% YR (FAYDT 4R35 — FIBE (OPA) o191 I L Bt &
(DNS-C1)[3-4:6.9.103 FA ] OPA R 5 BKE N, H

Mtk DNS-C1 B R4k, HAT A RV H#E . DNS-C1
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B 7-13  ZEBich NaH:PO, HIRE
4 & B

1. Spm, 2. Spd, 3. N8 — AcSpd, 4. Put, 5. NAcPut

AT R IR W %

I EYHFED SREHRFHREA
B 0. 4mol/L BB W (pH 9. 0),0. 2ml 20mmol/
L #ES (L) K 0. 5ml Immol/L FA L AR EH
WL WMABR SR 1. 0ml 0. 3mol/L BEHIREMR AL, IIA
1gNaCl J5 I 0. 4ml ZBR BRI B BV EHBE S
—iRE A 3. 0ml 3F 2 4%, A 0. 2ml 0. 4mol /L §
MR (pH 10. 0) 4R 1L, 100 B MA R A T
HPLC 43#7 ., ZERTAERT AR 7220 T i A #
FHTHREEEEN OB, RS FA KM,
HREBFALSMHEHEHSE FA BN,

(2)OPA TEMKIHIF o HEHH . LW
Ba R A A 100u0PA 1A i H, MAKY
30sec, Hi(E 90—120sec BIW] fi F HPLC 4M4F. b. 8
CRRIRH: % a BB 90sec f5 AN 100—200u1 Z, 88
B, WA 1min, Y ZZBERA T . £
BT EYEZRZERPREE KK, & 2. 5h
JE AR Spm 2y 80% 5k, AL &Y H7E 93 % U
b2,

(3)DNs-C1 i Yl % LWMLEEEHEY
BEA A 100ul HEFIBRBRGA Y5 A1 40001 DNS-C1 7
W, ZERE S TR 54CHE 1h, 1T & DNS-C1
FAhn 1000l B IR EBRYAVR (150mg/mD KB %, RIGH
TEEALEL 10, FHEABEATAE Y A 5000 Z B8 Z FRIR B
g, 200 2B R T HPLC 5,

S.E{LERE BmiPRNEEETREE

W% B B 3% 50— 150¢moll), FA 1 DNS-C1 ¥/ T4
R A, OPA BT AR ERT WA .
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H7-14 ZMAPERABRAN

REXSE « HEW

1. Spm, 2. Spd, 3. Put
EBE—Hm ZHTEYRAPILEREORE,
AR ITR T i AL R w28 Xt & el € B 5T, B2
BA—-EMER. TEASLELERE MBS
OPA §fli A== Hy w] LA F e fb 2K . B OPA A IR
A Al EE, AR FHEME. Ek
BT X e I OPA AERTAT 4 ML 2 R W 4 & 4
AT TH L 7-15 iR i TERA S
2 A A Ay LA S R 0 38 e . oy % PR R R
A% 1pmol,
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7-15 Bk OPA fiTEMB R dhER
1. Spd, 2. Put, 3. Spm, 4. Cad.
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IR H W R B PR SR » BB LAY A 5] O O B
KI5 097 P g R B N 2 SR A £ M iy o T B R
Loser 200133 AT T 5086 , 45 SR R B OPA A7 A i3]
B W B 0. 375ml/min 3§ % 1. 5mi/min B} H 6 &R
SRR, KA B A B A 20—-60C AL ety
AB3 b B .

FERERTRT A b, 17 A R 9] 6 9K BE L pHLL 2 18 BE
Rt ] A B % v WA 2L L 2 B WA A R I 2R AT
R e R e vE-220, Wi R e A 1 R R , BT DA
FUHEATAT A BN A AR AL

§7-8 BERMKF

e B o R AE IR 1 & ROARAK , T A2 K B BR A P o
B, XRHE R N-Z Bk BB R
BT R H, B AR B 8 S0 2 e & BeA . ERE AT
AP B SR A R A KR, KR AT

L AYHAETFREABE D, AR KRN 6—
12mol/L HCl B &S E L EF.F 110CKIR 14—16
B BEG . EERR G TR BRRYEERE TR
AT bR

2. RBEA A B 1—2mol /L HCL, T 100°CK
% 3 /B B uf, B Fujita 20214858 . 3% I HCL 3K BE
(6mol/L), FE & 7K fi# B [ (16h) 3% $2 & K @ 5 &
(110—120CH¥ REEM I B B & & .

§7-9 £YHFENHEE

Z BB 5 B R B, B A AN T R
PSP, — R BOBUER G 5 nk BCL DUR S 40 08
B3, BoiARERYEHWHRHARTHA R
BRE(220CRHOTES, SRTXEEHL
IR B RAX A IRE T A 2k e
34 AL R FEE RS, gy W L. 31 A AR
AR .

§7-10 &¥EEETLE

L. B JBC T AL B /D AEDe2] XM EER
Silica gel Sep-Pak Fil Bond Elut silica cartridge, ¥f /i
TiSe M 5ml KB, B 2ml 2884 E pH 24 9 1 RIK
HEAPME, 5—10ml K/ PMEEF L, RS5H 10m!
0. 1mol/L HC1 3§ & Rk i . & £ ATk ¥ % T
BIE AT AL B

2. B TR BB LB 2ml RS
2ml ZBRAF 0C,5HE 1 /e, BOBREUE, L
TR BB T35k, 56 A 26ml 2mol/L HCL %, £
JER4 F 25ml 6mol/L HCL i JiE, E & A RE G B
RYEZBER W E oW EM T, #7AL.
S5 8 W] R T RROK AR B, R AR TR 4 ML o 3% s )i
AL,

3. EEAB LK1 Bk ShY 41 400
A 0. 2mol/L ERSXK, . 2B 5 LEBATFHE
R CRERD » B HPLC 2347 (BEJS) .

§ 7-11 pZ Az

1 BB EALATAT & /MR Mk /N A
Ly L e (] 7-16)¢1,

(D EY AT Ak 2
100mg /MEEZZ N 1ml 5%
HEMSIE. T 4C 225008
B0 15min, FHHH TRIE
BB, EWEWAF—70CH[{R

F6MHLUE. 3
ORERN 7 5000 . !
ZHARB P IA 1ml 2% 3%
HBAMPREERE Iml ]
2mol/L NaOH, JB & 30sec, ¥ " 3 min '

37CR R 18—20min, M N m 716 gommE
2m! 4 A0 AL K TP I

BIfTENE
SR 3. Oml 2 BEIE ER, MREAR
3000g B{.L> 10min, ZBERE & L ik 3

F ARRYTET 1000 FEE, A 0. 45um S8BT 38, U8
W T HPLC HiE .

(3 &k 4. 250 X 4. 6mm i d. , 3K
Supelcosil LC-18-DB(5um) , ¥E /L #K : B BE-7K (60:30),
W& 1. Oml/min, £ ¥k & UV254nm, 4. 1. Put, 2.
Cad, 3. Spd, 4. Spm.

2. P& Je e A BT 42 S AH HPLC 3 <2 ML 375 o 3 35
ZRE(E 7-17)M

(ODEYREATLAIE 0. 5ml MLEE A 0. 1mt,
4nmol/ml 1,6- 2 =N HIRAE, HKREE
1. Omi, fiji A 0. tml 3mol/L it 4 ¥ F 12008 2 .0
5min, b R KAEKK®EH T A 1. 5Smol/L KOH {5
PH N 7.0+ 0. 5, B LB X B MR, LW 1mt
0. 1mol/L BB MW (PH 7. 0),3£ 5 0. 5ml Ef5.
0. 3ml FEE A F 1200g B 0> 5min, 7K 2 ¥ BE o
Cellex P &, 5 ¥ Bl 2. Oml 0. Olmol/L BN B M
(pH 6. 0),1. Oml 7K % 1. 5ml 0. 05mol/L NaCl ¥, &
J& i 2ml 3mol/L NaCl ¥ £ Mk, 3% § 7-7 %%
JeAn £ W A AT AT AL

OBHEEMF B 15X0. 4emid ,HEHEY
LiChrosorb RP-18 (5um) ; ¥ i # : A. 0. 5mol/L & {k
&, 0. 175mol/L K BIRE 41 v ¥ (pH 4. 0)-7K-HI ¥
(100 = 175 + 225), B. 0. 5mol/L 4k % ,0. 175mol/L
AR B W AR (pH. 4. 0)-FIBE(100 = 400) , 2R 4L BE
BEVERE, A 100%A B 100%B, #Eif 30+0.5C, %K
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B7-17 E¥nRPEESRELERTED
BikE

1 i 3 4 : 390/490nm. ¥, 1. Spd, 2. Spm, 3. Put, 4.
Cad,5. 1R,

3. DNS-C1 A: Al 4 1 2 K A i 8 b 2 %
(K 7-18)4

(1)CSF f{§/K% 1ml CSF n A 1 7 3. Omol/L
2
i
b
0 3
® 1
0 10 20 min

7-18 7K#RA CSF #dniy & iltE
1. Pat 367pmol/ml,2. 1S, 3. Spd 447pmol/m!
HCl 54 % T8, a4 i A 0. 5ml 6. Omol/L HCL F
110CKM® 4—16 /Mt KIBY R G T RERRYE
F 15001 4%5- 88 FE KRR, B30 S5min, 50ut LA
THiAbHE,

OFEATAAE 500 EHEBMA 50u 1,7-5
= R 4E b 9 A ¥E (200pmol/50u1), 100p1 0. 2mol/L
KOH }; 500u! 20mmol/L K+& ¥ (pH 6. 2), Y
W& pH 2 3—4, ¥ %73 E A Bond-Elut SCX #F (FHE§
F#H 2 AR AKM 10mmol /L K+ K

Wk, ZREH 230001 205 MM KT EWH
(2. 57mol/L,pH 5. 6) ¥R .

OO E RN BATESYEIRE 50 EREHE
B 2000l HEFIBRERHYFT 20041 DNS-C1 B ¥ (10mg/
ml), g & 50sec, T 70°CHi#k 10min, % E R KN
AW i — Bond-Elut Cie/ME (/M5 i FE BERITK
P AWM TR A 2 A BUKEE, Al 5000 HIRER £ I
TSV BL , 50—100u1 3E4F HPLC 4} 47,

(% %MHE  HE.250 X 4. 6mm i d., E ¥}
Ultrasphere ODS Sum; JEZR MR B R BE, A. Z.B5.B.
10mmol /L BEBRZE W ¥E (pH 4. 4), i B 2. Oml/min, ¥
i 50°C , &Mk K 340/515nm,

4. OPA G T4 AR F K iR EKEX
RN PSEASREE 7-1909

(DEYHATLH KRIFASH 104=%
ZBORIIEER, EHEB A 8. 3mol/L HC1 110CK
B EL . BREREZERAER RRYBTERK
HF HPLC 4347 .

100[— m H

WK IR

0 20 ; 10 60

H7-19 EHARFHENYEIRE

()@ 3% & K 250 X 3. 5mm i d. , 3k
Partisil PXS 10—25 SCS; 2R ¥ 46 & JE B : A- 0. 01lmol/
L BEEZ4,B. 0. 05mol,/L EEER44 T 0. 95mol/L FHEZ &N
ZEW W (pH 4. 6), FEIR 50°C; % Y6 & 1 3k & 330/
345nm, % .1. Put,2. Spd, 3. Spm (A 4 T 34,938 &
757nmot/g) ,

5. OPA A S5 fiT A SOAH B 1 %o 60 1 R o R M P i
Z R (E 7-20)08]

(DEMHEATLE 2ml RIS 200u HERE
(1,7-5¢ Z}&, 30nmol/mD B &, Fl 25% % KiHZE pH
9—10, ¥ % ¥ ¥ 38 1 Bond Elut Silica cartriges,
10mi K ¥R, SRS A 10ml 1mol/L HCl ¥ £ Bk 15,
HHBERERZRRNLELET . RR{YBET500u
0. 1mol/L HC! H71,20u1 T HPLC 434,

(KR F N P Reg RS 1mol/L HCL LA 1
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B 7-20 OPA 5574 3 % R K RIK F R
BEHSBEN-ZBRSE
: LV/V)IB & ,100°C KR 14 /e, KRB % b
EHATELL .

()i %/ Wit :n—Bondapak Cis(10um),

0. 4X0. 6cm i. d. ,4+¥r4E NovaPak Cjs(4um), 150X
3.9mm i. d. , ZBHEBEEERE , A. 0. 1mol/L BEBRENZE ™
W ,pH 4.5, 7 0. 01mol/L =4 BEEH1;B. 25 0. 2mol/
LEEBB &Y (pH 4. 5)-Z 1§ (10 ¢ 3V/V), & 0. 0lmol/L
SELTBARR S, 7E 40 2B\ 90%6A,10%B 3] 100%
B, HEkERFFE 45min, B a JyRKBEEHE b KK
f# PR W, 9% 1. Ac-Put, 2. Ac-Cad, 3. Put, 4. Cad, 5.
histamine, 6. N’ -Ac-Spd, 7. N®-Ac-Spd, 8. Py 47, 9. Spd,
10. N’ -Ac-Spm, 11. Spm,

6. OPA HEBYATAE , W fh 22 Ry 1 ) 2 o 5 A & K
BERBPERAER@E 7-2)0

(DRBOKPEE  2ml RIS F B 6mol /L HCL F
BT FEH, 100CKME 12 /DT, B HE B OB
EZRMRY, LR TR Bk,

OFMATLE  1ml KERE A NaOH i % pH
9, ¥ A Sep-Pak Cio/MEH, 885 H 5mi K%k ¥k, il 1ml
0. 1mol Z MR8¥ & e e 18, B 50u1 32 § 7-7 $1(2)0PA
AR & o BHEETRTAE RN, 40u ZBZEEE i
fT HPLC W58 .

G LM K 20X0. 5em i d, HH
LiChrosotb RP-Cys (10um) ; 35 Jii ¥ . B §¥-0. 05mol/L
ZZ MRS (pH 3. 80, 4 0. Immol/L EDTA-
2Na); M BAE I, IR A Hi & 1. Oml/min, 15min B BREY
F+ 2 2. Oml/min; B3 4L 22 4 8 T E #L K 0. 65V, Ag/
AgCl ZH AR, REUE 10nA,

» N

g ! 1 | |
0 20 40 min

B 7-21 OPA BMIfT&H ¥R NERME
HEARERBEPHS R 1. Spd, 2. Put, 3. Cad
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