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ZHEEOESEEERETIEEEENRR ", SRS
1L, ZREREaEaEEEsNR R BB EEER
ol BN, FhREZHEEENERTRANILENE AT
AR RS, BREMRSESHEIBNERS / OWRERRmS /
CRM197 /4R S RESRETRTERER)LE
(2a4h)L) MREER P, 2%, EFE6EEEEMNRE
B, BRFEEFNEIMITZE, HINSESHEAREANES
T2, ENNES T Z8EKRERE. Bk, ik
EERNISREEERNSE Y, TRXEEETEZH, S8
TEUFIRA T HERAVA . Fla0, SHREEERER NS ERN
ZEEKR - 8E, 4- —BEEMIENEBERE (1-cyano-
4-dimethylamino-pyridinium, CDAP) ., B8 BT IKEXRIKE
EEER. HMTHBENTREEEE. MXKEESRENR
A GRZE MM RNERESZREERESRENTIZ [6].
CDAP ogJLUE Z1E, BHEEERMEG TS 2 RIRKEF
AR (7KERRY 4- —HKEMLIE (4-dimethylaminopyridine,
DMAP) , 4NE 1 i) ©
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X LEEEFIEEFRFIETHZNRRETHR, &
BETUWNENEARE, HEmiIXe R R RIE;
2) MREEFmTREEAEXIREE kT, HEEl
FRRNHFIREEEKIE,

AL BREERR [ N FBRYIE 1R COAP A, HESHE
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2. LYES
2.1 @ RzRItIE

ks HmiRE WP
1 10 mg/mL CDAP #5&a 1 FBZiE#EE 1 ppm &, HHEST
2 10 mg/mL CDAP #R:&g 1 F/K#RE 1 ppm o, DT
3 10 mg/mL CDAP #5& 2 FRZEHmEE 1 ppm 5, HESH
. — BY 100 pL #&7, 0N 2 mol/L #9 NaOH 900 pL, =8, &I 1-2
mag/m N — N N
Y h2-3 h /i3S, BKEEEE 1 ppm, HEEDHR
. 0 e BY 100 pL #£5, A0 0.2 mol/L A9 NaOH 900 pL, =38, KA 1-2
m NI — N N
Y h2-3 h /i3S, FKEEEE 1 ppm, HEEDH
HY 100 pL #52, A0 2 mol/L B9 HCI 900 pL, =&, &M 1-2 h/2-3
6 10 mg/mL L — s
h/i9%&fE, FXKERE 1 ppm, #HEST
BY 100 pL #£5, A0 0.2 mol/L B9 HCI 900 pL, =38, KRR 1-2
7 10 mg/mL s - NN
h/2-3h/i3%fE, FKBERE 1 ppm, HEDFR
HY 100 pL #£&, MOAZK 900 uL, =8, &M 1-2 h/2-3h/3%fE,
8 10 mg/mL . NN
FKFERE 1 ppm, HEDSH
o —— HY 100 L #&, MAK (pH 8-9, E& N 0.2 M HHE 1000 /F) ,
d =8, &R 1-2h/2-3h/ 705, FKEIRE 1 ppm, HHEST
10 - | X1 ¥, 3kDa EiEBEE, BUERAKER 10 S50
11 - | 2K 2 ¥gn, 3kDaEiEEEE, BUEKRAKERE 10 EEoth

2.2 {28
FRIE{Y22. Orbitrap Exploris 240 ( BE K H/REHY, ZEH );
BiE{YEE. Vanquish Flex iRIBEIE RS (FE K H/REHY, E£EH);

2.3 1¥EERE

1) HCP &#f

3HFAE : Premier BEH C18 130A 2.1 mm x 100 mm, 1.7 pm; 8. 60 C; imahtE: A: 0.1% FA-7K; B: 0.1% FA- ZfE; imiE.
0.3 m/min; AR 2 pL;

DITREBE:
0 0
3 0
5 4
6 90
10.1 0
15 0
DDA JRIZ & 14
fainEIe +
[HEEB & 3.8 kV
ERNEIRE 320°C
ERIRE 350°C
S 40
WS 10
PIRRITE —%% 60,000@m/z 200; — %% 15,000@m/z 200
BseE m/z 50-250/50 first mass
AGC —£5% 300%; —£% 100%
(n)CE 100%
RF Lens 60

PRM D844
KEBT m/z 123.0917 1 148.0869, HR5{4E DDA &1,



2.4 YRR AT
Xcalibur 4.4
Compound Discovery 3.3

3. ZR5iTie
3.1 CDAP 0 DMAP &l 73 iZB1R &
1=

YTECE 1A F0 1B oA, FEIBERT(E)XT CDAP 71 DMAP BIREBEMMA K, XTEEE 1AF0 1C LAKRE 1D F0 1E oJ 0, BE{EAER
o LAE N0 DMAP fY(RER, BIRTES 2S5 DMAP NIESD X, FrLU%EE 60 CIENTIR. ATHFRPEFEEERMESE, AT
B R MRS B SRV HEIFIN B AR, FER RSN COAP NIRE, ARBIIETIERIILE 1A, 1B
1E OJ %0, FRREZBEVIIETLUSINIREE, CDAP &RZoJLMLENRERTED 1.15 min £h, ROF@E1EiEE, DMAP {RE
BIEA 2.7 min £H. BFETENI, DMAP WEIETPEEEAEHEIRESUR, BIETFET EKeRERKEPHARF
i, BXBRBRZBKMEFETEESHDFE (6 %) , DMAP fUREBINEA T LURRIRE . EARFAD FEHEIEFAIE
6 %1, DMAP {REBHTIEITE 3-5 min Z/8) (B 1E) , FEEEIETFEZHREE 2.7 min,
AT 00 - 1500 SAF Tl
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2 RNEBE. R4 T CDAP 1 DMAP AR E8

3.2 CDAP BRBIHERE

T —H A\ FRiA R CDAP, #34 I CDAP (148.0866 m/z ) RIBEREF#) DMAP (123.0914 m/z) . #EIRIE CDAP X258
BRI ARE, BADITEI, EMERIBAMEEI COAP 5, TR 98% JIBKAEZA 100% JED i, 19oe
MEI DMAP fNES ., HINZMEMERETIEER: 1) CDAP BIAEERANIAZF ISR, 4 DMAP, 2) A FmINIiE
IRIBARREFE VD EKIEE, S5 CDAP E#E, 74 DMAP,
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3 RENBENRMDIFTSRMT CDAP RIS, 218 A-D ABTHEMRYI TIC B, G E-H 9 A-D XIRAT MS

VPN
==

—RIN"HKFREE, TLAXT CDAP 1 DMAP RYEHA#HTHIE, WE 4 Fix, AR

CDAP 2% EY), ZiavwiE

ESl+ hABERRF, m/z RIS ESHEMRELNIER (148.0896) . Sl CDAP f9m/z /3 148.0896, METHZE 0.0 ppm.



WE 5, DMAP BISC m/z 51Bi¢ m/z (XHBZE 1 ppm (BRI REE=41) . CDAP 1 DMAP #9 m/z &84 Ltk /EEH,
R Orbitrap BN DR, DR R=m/ A m, XIFHENAD, m 2EEE, NRNEMNDHERRES, STNADH m/
z SEICENREA m i/, Eit, REEEDYFRANNES (OE240 JLURERS 24 AHHER ) , A oeREFULEY
BUEFRRERN .

RT BN —RREL, ZRIFHFEUEMELID AT HRAVETRE. {8 CDAP 1 DMAP BEEIFERENLED, %@E’J
HEAHABERE R BRI R H . Orbitrap AY HCD #&34483%7F CID XX BB E a3, Bi0E Orbitrap E’]%D PR
FISREUE, TJLASLH CDAP 1 DMAP £E BSMREMN"RIFRIKI (B 4715) .
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El 5 DMAP RIEiE D F&E. —REREHH — Kb RAEE.

I%7T CDAP [£f2RY DMAP, A IEFFRRIRAY CDAP REHHIIATL T m/z /9 190.1086 FUKEIZR (B 6) , ZEREMER
MEFOSSERME ( pH 9 ) IARACIENF BRI LUCNE] ( B 8A. D-F) , EEEME SR ENFRFIEEZESIGE (E8B.C).,
CD BFIR1BIZE S BID F D COHI2NS( AN RiZEYHRZEFE )/ COH1INS (ANRZUEN AL ) . BITIZEEWHI K
1% F5 CDAP #1 DMAP B —&h% FEbst, #HEURZL &2 CDAP fIfBXZ4E. RNz E&YIFIE 123.0919 F1 107.0606, #E
MEEA DMAP HHREIVEE . s DMAP 518, N X RoEESERNUEN N BIUE. BEEIREE DMAP 1884
B, REESEHR, N REUELUFEEAFERE. BYD FRANERAAENENTE, EINZCESYEENE 7 Fimr. BiZ
ERS N CD JREFFHI Fish o, JABZRIFRWE 7 Fim. HFRAERZUEVNSHEINEE, FSEEENZEEY
& A P EIFE
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3.3 CDAP =& M7V /&P 55 1%

ATEERT CDAP IE=FEEMHRM (0.1%FA, 0.2M HCIF1 2 MHCI) LIR =FEMS4 (pHO EAMNSEXNAR. 0.2M 5
SRF0 2 M SR ) FER 1-2 NTEHIFEERR . AE 8A. 8E 1 8F oJ1, FLiCHFERIES{E, CDAP &BABEIE 1-2
INIT A SEEBRAREL DMAP, (BIEIRERANIRMESRY (02 MEEHINSESIRE ) , CDAP £RIEBFLFEA DMAP, 1E
pH 9 9 IR AR+, 1-2 NBSFHABE(EIS CDAP T2t .
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11 DDA F1 PRM &3/~ 2% 1 #0 2 &f CDAP RABF¥ER

A3ZLA Orbitrap #8723 #ERIEFEF CD B4 AER, RET CDAP REMBXESMAMNGIE, Tz E2HBF CDAP Rl
CDAP ¥ (L M LIR ZHEER S SR | T CDAP RERRFYIAIEN . BT Orbitrap ESAIDHHERMRSHIREVE, TLASLH
CDAP R EEALFMIRIE D FERN . Fm mPMER RN, LI CDAP [REHRAIZERAEN . HCD AISRERER,
79 CDAP, DMAP K ARHZRNNEDHERRM T EENRF, &8 Orbitrap BE D PG RI—RIN_RISEREE, I
AR EYIRERCN, EREFHENARTD, AXRGWR T B UAEBRMEMEMLESRG, BIXIRIE CDAP ERMER MR eE
A=, BERIMERMERG MZUEYIEBRENER. B, LRI COAP HIRM EsEERFIET RSB SEURHAERE
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