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A 2T o HL, BB T7E0. 35mo 1 /L BTTHINE MM & (L 715 O 1, a sl S DN -
HEEDRIEO . 9vol 96 LA b N-FRILMEIE 20 . 8vol % VAL, BITA SMEHIF RIS , BITH B 14
AT P T 5 LA DGR BT THY BE 2RIk FE R EE BISR EE B JEDtiE , WIAE0 . 30mol/
L BTTHMEBERE IS (LA RIS OO &, B 38 005 RSk L (H AR5 2008-530092°5 24
) T ATFRIPE AR I HIN - FHIEBRIE AR S (19,3 9%) AN - FHILIRIE AN - FIEEE I
BITIRIARASATH I H, AR 17450, 35mol /L BTTRNE AR AL AN 0N, B I
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FEN- FREEBR /D i BTTRO S R th A 2 H

[0164] 335, R 1 v AR B IO RISt Joie v A0 e AR R R A Bl FR PR 450 TR0 ~ 2
CIIRIR BB PR A7 2 J5 1 RS e i A 741 (F1 550 6vol % MUIRIE 0. 6vol % [FIHL I Kt |
0.8vol % [FIN- FHEENRIE 50 . Tvol % [N~ FHEEIE 110 . 30mo1 /L BTTINL AR S (L 1)
TR R S0 T AR SRR B o (AT, 3B AT A0 550 5vol % RN - FH L BRI 1
0.30mo1/L BTTH RIS A ] X JCER IR0 . 30mo1 /L BTTIRI NIRRT A 7 AR R
TIRIRE R, PR T A A,

[0165] Al 37,5 -0- B GRUT A — IR FHRELED) R S s ik

[0166] fE%AS50 P BT (FUJTFILM Wako Pure Chemical Corporationfilifh) 25.0g
(103mmol) J&fR TN ,N- — FHELHHW: 1% (DMF) (FUJTFILM Wako Pure Chemical Corporation
Hill1E) 75mL Az PUZ Ve (THF) (FUJIFILM Wako Pure Chemical Corporationffillifi) 75mLHT,
FHIESCLRTE, F TR A TR P AN NBE MR (FUJIFILM Wako Pure Chemical
Corporationtflif) 21.1g (310mmo1) FT— 3 FH A | 3 — H B EELT RS (TBSOTT)
(FUJIFILM Wako Pure Chemical Corporationfiliti) 68.2g (258mmol) , HAE = FHddE 173
NI o SCRE T AR RS N PR THE 2 i, DN 5 Ak (FUJTFILM Wako Pure Chemical
Corporationfilith) 100mLAI1ZER LR (FUJIFILM Wako Pure Chemical Corporationffillifh)
50mL 222 47K 100mL A AR 7K 100mL fi 24 7433, I FH - ATk 100mL 5 £ PR < iR 5 0mL
TSI 77K  HBANER /K 200mLiG e A U= 25 IMNBRER BT T T8 1L 3
RN 2 5 AR N EBRANUS , ERRT TR O AIR3” 5 -0- B G T B H2E
FRAEE D) I

[0167]  FHfiffl2 37 -0- GRUT R — UL L) IR S s ik

[0168]  Kf& MBI ATRTFINS 5" -0- A (U T 23 WL PR D) H 14 RiR T
THE 194mLANES A2 3/K32mL i, S A1 A5 °C o SR, FEIN 2040 Bh a Pl s A5 T Hh i =
SR (TFA) (FUJIFILM Wako Pure Chemical Corporationifili)32mL,FH7E3 ~5°C Mg
T A/ L. Omo 1 /LA A A/ KA T 450mL i HE pH , T H LR L RE300mLEE B 1 27K o AN
EK300mLIE e ANUEZ T, IMNBRERBNEA T 1 T4 T B8R BN 2 i , 7R AR T
MUZE o 05 R RA T iy (U : B =100:0 ~ 97 : 3) Al b AT 3R A0k ¥, H T £k
L BR35mLANC e 105mLEFr sk A5 LA TR 25 5 , IR T B ARRI3 7 -0- GRUT 2
EE%EEEJ%J%%) %%13-08 (FZL%BE)OO) °

[01691 DL R RH G R - 211 S Ko

NH NH NH
i TBSOTY, B s 1 TFA s l
[0170] HO. r."J*O — BS0 0 rs’l“a he 0 r.’l*a
% DMF-THF THF-H,0
n, 3h 35°C, 4h,35% i j
OH 0TBS 0TBS

[0171]  (fF Bk iz, TBSFR i T 2 — L FRRE e AL o)

(01721  F4h, A B PR3 7,57 -0- 8 G T B FREE e 25) JH i tE 8l 55
J.0rg.Chem.2016,81, 38481 Frid &k —55, 37 -0- (U TR — FREL FRAE L) i
VR SSynlett 2018,29, 2437 Al & EdE—2K

[0173]  Sfita 3240 FHNI MR (A3 2HUAAIR — ZE IRk
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[0174] [ 1 DRBIREE FOES D0 . 5vol % A RO . 6vol % [ 2 pd FHWRIE PAAN, DA S0
BIARIR R 20 2 U750 6vol % FONREE 0. 30mo 1 /L BTTHINE BEFIAE 77132 . 65,
FERVTSU MRNG-0- (4,47 - “HISEE =R D) g -37 - [(2- R L) -N N- 3]
I Bl (CARBOSYNTHZN H1#ll) 752mg (1. 01mmol) FIE A2 Fri i3’ -0- R T 3 —
FRIE FREE3E) 9 300mg (0. 84mmol) , I HLIMN I BEBE TG 7132 6. 73mLIH1E %= 4
FE T 160080 2RI5 , IINL . Omo 1 /L& At g - ZKIAR (9: 1) 8.42mL (8. 42mmol) JFAE = MK
P T 1550 Bl NN CIR CH8AmLANS [T et % e A FR B /K I i 8AmL i b A 743, T SR &
figd2mLAEHN T 7KE . HI5J5TE % i UL B K AR 8AmL s Ve AV UE Z e, IMNIRIRENEA T 17
FAg L IERRIR N 2 T, AR N RKBR T ENUZ « ME TR AL =P 1H NMR 2 Ji7 , i
FERAE ik (bt CIRCTiR=4:6, LR TR MEE=98:2) JEAT4lifk, 315 T B i ik
TR EARZIR — B2 1R506mg  FHL = PIINMR 3064 % , 53 57282059 % o J34h , NMR 2l 1k
i FH — FHELAN (FUJTFILM Wako Pure Chemical Corporationfilits) /ENINARYY, DAMY.F A
#3 . 322ppmIFV M E R 3 HE , Hh FAMZIR — S5 . 093ppml AR A T3

[0175] DL R R SEREBI3211 SO

\I xl:h A _"3“12 Ly WERE H.C )

N ~ 2 i
Py . 15 min . 15 min L;’: ~ JL“IH
~oFo \ﬂ A
e P -
A O

[0176]

(01771 (ff R OB ACHT, DMTra&oRd , 47 - — AR =R L TBS A | 3k — L FIRE
Fidko)

[0178]  J34N, BN RIFRAFIAZIR — 8 IR E L) 5 T . Am . Chem. Soc . 2010, 132, 15930
HFTIC BB — 5

(01791 St 3340 FHNI BRI (A3 SHUALIR — ZEIRIY K

[0180] [ v ARARWIRIE If A PN e s IR ASN , LA St ] 3 240 Rl 6 1 Gl 6 025
0.6vol % FIEIE A0, 30mol /L BTTHMERERENGS L33, FHs I Gl 1 AR — 2R 1k
[ot81] St 344l FHNI MRS (AT T AUAZIR — ZE IRk

[o182] [ ;" OB RELI TS (32 M B FH SS9 L 1 rh Bl R A ORI AR AL I L LA,
VA St I3 2 AR 7 U e T ARIR — 2R Ak

[o183] St 354 FHNI MRS (AT 6HUAZIR — ZEIRII K

[o184] [ ;" PO RIS (32 M0 6 FH S B o] 16 i i 2R RO MR IR i AL 7RI L6 LA,
VA St I3 2ARRT T U e T ARIR — 2R Ak

[0185]  LLAsedhi24 sl FHNI BB It AR 1O LITOAAIR — R AARIF 5 il

[0186]  ER y AR LR Tih A1 32 1 5 FH LA B L Bk A5 RO NI B i AR 7T 10 LA
VA St I3 2ARIRT T U5 e T ARIR — 2R Ak

(01871 LLAe {25l NI B IS A 11 8ITIAAIR — R AN Bl

[o188] R 7 AU LA M i P 771 3.2 1 il FH B e 401 8 i P R A5 F L A I J 75 A 77 1 18 A
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AN, DL S5 32ARIR] 19 75 25 B T AR — R Ak

[0189]  SCT-SjE 5132 - 35 M b 4124 - 25 H FROARENMR 1154 HH 11 7= 3 M A o i 4tid k.
S B 7%, R T-355 . AN, 1ESaMAI33 - 35 ) LL A 24 - 25 T 345 (K = (w355
5555132401 .

[0190]  [$5]

z?wnﬁu B
BTTIP) : . -l
(mol/L) -5 (\01%) (mol/l f?'J %) . (%)

L it 32 ;

Bt GE LAl 0. 30 WRE  © 0.6 ¢ 0.061 : 20.3 61 57

32 ; s s

SE Jita 7133 : : : =

PRI AL | 0. 30 gkt - 0.6 ¢ 0.072 : 24.0 59 55

A : : :

[0191] SLHE B34 ' f

WREBLREEAE | 0.30 N-FHE:MREE 0.8 © 0.066 : 22.0 64 59

11 : : :

SE it 19135 : T :

W RsE S| 0.30 EF'E'TR"%; 0.7 i 0.067 i 22.3 65 59

16 : = z s

LEBE 124 -

TSR AR 0.30 (e § - i = j - 59 54

101 : g ;

FER 25

P EEBERGEILA|  0.30 N-FRALBRME 0.5 0. 063 21. 0 46 45

118

[0192]  ARHEFEAUEE A, Y L ) STk L FR AT 2T TR 5 A N - SR (1) I gl e g v 4 711
I, S5 FHAN G S IR N R A IR i A0 AU 15 DURHEL , BT RAS OAZIR — AR &5
—J7 1AL, I T 2 TS AT IRIE IH R AE N - FH R IE BN - FH L 140 2 e B R0 I gt
AT, DA S5 o FHAS A 55 8 I P U gl ot e 1 A AR 1 DA S5 sl L DA B R it A T
R, A= 2 N FIH T2 H A Gl 3 AT N - R WRE N - FH R i S5 ) A A B T
ARG A AR, DA FHANE S s s B A I e A1 A5 A s O e A PR A TR
(01931 [Albt, AT KA & HH R A I it A A E TR AR 22 5 il A3 A 55 % R Sk 1 b
BT TS A s I (N- FHEEBR ) (NI I el A AR S sl L DA s R Aese e, R
A GBS IR e e s A FAH S sl L DA T 1 i SR X AR 0 R38R
[0194] B35, A 1 v AR BH IO T TS e A6 AR [BIAH R & ki e, B AR 1
AT R YERE RS L i A 57 (9250 8vol % N FHEENRBEER0 . Tvol % [ON- FH ALY,
M HEf0. 30mol /L BTTIRNE Bl L) | AEEAR R AR it T DNASE R W& ik o [l 8
uﬂ%ﬁﬁ@’go 5V01%EI'JN FHIEIKME 90 . 30mo 1 /L BTTHYNE RIS 18 1 FIDNA TSR M 15
i, R T HA AR

[0195] %Bﬂz@l 361§Efﬁlﬁy¢ﬁﬁ'ﬁﬂir/ﬁ%?ﬂlIE’JDNA% Rk

[0196] ¥ 51.0umol A YA Universal support (A A K, 744 % :Glen
Unysupport CPG 1000,Glen ResearchZymlfilidh) 3H 76 T S NAT A HI255° -0- (4,47 - —HI5R,
FE= IR FEL) Bt -37 - [ (2-FFE L 3E) -N N- S LT A e (CARBOSYNTHZA wlfi)i%) 1)
0. OTM B VAR M S eI LR BT AR AT D B IS e 1 AL U1 L, FE HINTS M-2-MX DNA/RNAS
AL (NTHON TECHNO SERVICE CO.,LTD.#l%) & 7dT 20mer (5° -
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TTTTTTTTTTTTTTTTTTTT-3") o J34h, AE R NI E BRI T 3t % — Sl PR - HH
HRIF (Sigma-AldrichZAmlflid) , fE A INMEFIE ] T Cap A (N- HHEERRME - 2 577
(2:8)) (FUJIFILM Wako Pure Chemical Corporationfilifi) &zCap B (ZERET-2,6- —
FRIEIE S - CGTAR (2:3:5)) (FUJTIFILM Wako Pure Chemical Corporationffillit) ,7E %
e T 0. 05MAA R (e -7K (9:1)) (FUJIFILM Wako Pure Chemical Corporationffi
1) o B S BRI DNATEAZ H R AE 28 5T & % 2 /K HI/ES5 C M=ot 1 5/ NI SR S T M
[ A G BT AR TAT 20mer DT FIBLCR 47 6T Frsk A3 dT 20mer [P UAEATR, 1 =
R B (HPLC) USE 1 265 (IRE 454 : 41 s Wakopak (I FAR) Ul tra C18-5 4.6mmX
150mm- 37538 5 1. OmL/minFEJJE ; 40°C  UVAR I K- ; 260nm. PEfBiifiA; 0. IMO G = £ ik
(TEAA) 7K¥A I (pHT . 0) I BB 5 50 % £ Ji0 . IM TEAAZK A (pHT.0)) &

[0197]  SCJEAA)3 74 TNV Ak e iy 1 751 L6 U DNATEER ) 75 Bk

[0198] [ 1A I B Jc it A 791 L v P STt 81 16 H R 3R A R Al e e A 1 L6 LA,
DA S BI36 FIAE R 5 Ad T 20mer , it HPLCIUE 1 4/,

(01991 Ebefg26 4 JTIND sl 14 751 1 181 DNATE IR W) &5 ok

[0200]  Jigx 7 AR NI gl B Jie T e 710 1 1 1 A ] Db 254070 1.8 PR R A4 140 S Al B Jee 7 4. 71 1 18 LA
AN, 536 R G ldT 20mer, Fald HPLCIE T L4l .

[0201] ST 5Ef5136 A 37VA M LB A pil26 Hh [ it HPLCIUE HR AT 20mer W4, /n 3%
6o

[0202]  [356]

BTTH] , Ss TR IPLCAE
BE R & ES CENInNE  EEIRIRIE ﬂ{ltbfﬁ'ﬂ (1
(mol/L) 7~ (vol%) © (mol/L) ° ) o)

STt 15136« : : :
MEBEEERG LT 0.30  N-FREWREE: 0.8 © 0.066 @ 22.0 784

[y

[0203]

SE T 537 T 5 =_
TR 0.30 [VTPEME 40 1 o067 0 223 | 72.9
3 .: 5 __

ke
FL# 15126
B S| 0.30  [N-FRALBKME 0.5 0. 063 21.0 72,2
18

[0204] Bz, (i FU ARG AL 7 (B350 . 8vol % [FIN- FIENRIE 50 . 7Tvol % [RN- FH L
% HEf1)0. 30mol /L BTTIRNE Il A7) , £E AR A Z H St T RNASESE W& il o [FIIN, 18
TEATE 50, 5vol % [N - HHEERK A0 . 30mol /L BT M i A 7 IRNASE B W&
e, R T HAA A R

[0205]  SjEA5 384 PNV Ak e i 1 7511 1 IRNATEER ) 5 Bk

[0206] £ 50.2umo LAY ) & Universal support ([EAHE B HEA, B 54 :Glen
Unysupport CPG 1000,Glen Research/Zyalfilis) S 4 T NAERHI£E57-0- (4,47 - — HAL
FEZORHED) -27-0- (U T R R LD JRHE-37 - [ (2-BU3ELHD) -N N- R I
Tl (Sigma-AldrichZs Wil 190 . 0TME RS TR B 151 11 H BT SRS I A IR i 11
711, Hf5 FFINTS M-2-MX DNA/RNAZ AL (NTHON TECHNO SERVICE CO.,LTD. &) &k T
rU 20mer (5 -UUUUUUUUUUUUUUUUUUUU-3") o B4N, S S0 F T 5 5565136 H BT 8019 e
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2 FIARIFT SR o 5 B, REFITARAT I RNASIAZ IR AE 28 [5T &t % 247K - 4058 9% FHI /K%
M- T % CRE7KIAIR (1:1:1) FTR AT AE60°C M liid/ N RS 17 MIAH & pl
BARrU 20mer I DIHABELR A o eSS K5 P aRAS I TR 4 , 1) H R DN — R AR5 0l
K= W= R ER (TREAT-3HF) 200pLIfE60°C Mi=y5i3/ NNk S 140 T 2 FRAE A
FeEER ORI AE 5 S 51 36 AR AT I E 25 2 1, il HPLCIAE T kA5 r U 20mer 2k
&

(02071 S 39 (5 FH IV Ak e T 4 771 1 6 FURNA S SR W ) 5 e

[0208] [ 1 PRI A P s A 791 1 1 1 ol FH St 481 1.6 Fh i R AR Al B e AL 751 L6 LA SN
B I3RS U 20mer, J 1M T HPLCIE 1 H461 .

[02091 b A5e{5 27 {5 FHNID Agf e T A 7] 1 L8IFIRNATE ZE MR 5k

[02101 [k 1 AR I Al P e 7% A 710 1 11 T B 5490 1 8 v e kA5 PO I e Pt Jee 1 A 71 1 18 LA
A0, 5 S BI3SIAF & lr U 20mer, JFB I HPLCIIE 1 H AR

(02111 TS fh38 A 39VA K kb g2 T i HPLCH E HH A rU- 20mer ZHRE , /R |5K
7o

[0212]  [3E7]

TN —
BTTI : La LAl HPLCAE fiF

(mol/L) ES é(vol%)é ﬁﬁ“f”é H{]([;Ef” %)

5K it 1138 ; ; ;
WSS 0.30  N-FEREEE 0.8 0.066 | 22.0 27.7
[0213] 1 5 : ;

s o030 [NTEMM 07 fooer 1 o223 | 28
d ' : : :

LLac 27
P REEERGTE AL AL 0.30  [N-FRILBRME 0.5 0. 063 21.0 24. 8
18

[0214]  HRAJE6 M AR THISE AW 1 BIHERE 47N - FRILRIE N - HREIE e A A& B Y
MBS PR BT AR S s s O T, el ALL S Y 1) SCRR T rh e A T2 AN -
FREIDR I RO 5 A RIS DU S sl L DA T RO Al EEAR A3 DNA/ RNASEZR 1) o

(02151 Pl , P SRAAS A B AR B e T AR AT 28 e A # B 5  A1SCik L rp iy
AT EATER IR (N- FRELBRI) PN BI04 FIARAS EcEL DA b v A Ase v, ELRTEA
PIANRE LA T R SRR ERAT AP FER e OSSR -
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