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[0212]  7& by (T11) o, X PRk RoR —H 8 Me,

[0213]  iZil (1D MG WREIZ LT 7 NHE A (VITD Kb&93515

[0214] H-J-K-(Alk) ,-NH,(VIII)+H-A2 ' -(C = O0O)H(V)+H-P( = 0)
(0X),(IV) — H-JK-(Alk) ~N < [A2-P0,X,], (III)

[0215] L, 7RIS (V) b, -A27 — @4 N T A2 3R

[0216] % Jx NV IE i N B8R A & 2401 5 5, 4 ) & AE 1. Linzaga % A
Tetrahedron 2002, 58,8973-8978 H il (1) /7 iR BAT » ZFRPHF A 2 1M L 202 A b &
Y (VITD) A (V) RJGEINAL A (V) , AR A K ISV R R, A AE -5 3 25°C, IR I £
KL OCHIRE T . ARG SUVFRZ R MRS YDA T BRI R AR AT e IR
SNV

[0217]  7E FSCT7 VR A, 470 A2 T R IN EL FR 70 AL G 7 A e 28 7= ) b IR i R A 256
PRERR A “AB R, F Ee AT 4540 A2 S5 TR 6 9 R EAHATAE

[0218]  Prid ikl Tk ARGy BUP IR (1) (1) F /8L (i) SRR RIP R,
[0219] ATl 4 (4L &4 e 1w 7 0 Mz S RIR AR B, 4, 4k A Re i it
DLR 7732 B 38 ae 28488 M2 S NATR A 0 B R0, B30 an SR 0 B, 7R 18 I 25T
MIAZES TR B B R TG B TR A R BN 7K A 4R 5 A8 AN 57K B 1A HLE
BT, I BB 2808 WZ AR b R 5. T ah, R TR B, 127 W) e 18 i 45 F
FARGE— D aifl, i &s & PR B S A s E AR, R i AR Bk B & R 2 i
o

[0220] SV Y B, AR AR & BAE FH 4L S REBLFEAS N FR 0 o ESRAKSRR L BB ST
HEA RELS MR XA AR N 51y 5 2 DL IR, AR A& B AE ) — 264k 54
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A UAHA JUT Al o 2B BRAF IR 2, AN R AL G L X (D) R4S ph Sz J LA s 44
IRFISTAR SRR, FIEMTHR G CRISIMNEIEREGY) ) o X2 fa (R Re I8 L N BCR FH C
HTTER S ENTRNREY) 5 B, G an Al B R s 45 d B, 88 A 1mT e 15 Ta) 44
(R 18 e R A TG B b i 45

[0221]  BUASCHI H I &, NAXFEAE, BAL 556 % XA VAN I $2 K it 45 o2 55 1, 4 o
MILECE R/ Rk

[0222]  HiR#E A BHAE FH AL B9 BEAE A A BH 72 25 Gy ML LIS R &4 (B K-&4) 1)
TE AR 24 B T B MR A & B4 FH ML S KK G e 23 B i HioK / A WL RITR
A (A A FLE T =g 5 VAR B I ) 45 ke il 45

[0223]  iZFEAl ) B (R A BEAR I N FH B K F AR T iRk il & 19 an e 275 S i
s AT B 24k A= 2 R 7 R R 1) 75

[0224] AU BN CL R, AR5 AR 5 B IR IR B8 -6 4 HoA 0 A ) Gy 78 17 A B 1T ) 12
RE, o e < 8 AR T Bt TR sl (el A BR RS S5 ) BRI el BeVE A
T0FF A T4 2 o m A BRI 3R 2 10 AT 28540 - e AT 1Rl e PV B F 300 33 71 B 45 771
BlCHHAE BRI, o a2 H T 2R R 54

[0225]  SiJiifd]

[0226] A2

[0227] [N AETHERAN (R UGESTS) FTEEATH. B SCHR 1 CD. D. Perrin ;
W. L. F. Armarego Purification of LaboratoryChemicals. Third Edition ;Press,P. ,Ed. :
Oxford, 1988) H il (I HL A, L ¥ 1) 75 B AS FH 22 A 78 G50 5 T 2818 < DU SR
TR CIERES R AR A ORI

[0228] {2 (A EVELE Merck Kieselgel 60F,s, YRR ALRE — ¥R B EiET o

[0229]  NMR ¥ 4F Britker % 4% (AC200. AM250. DPX300) _Ficsk. LA T *'P NMR L
85 %6 [ B BR /K VS B N FEME RN F TH AT °C NMR LADY B e qe e R v A 80/ & 0 (ppm)
o LUTFRIFRH KRR RE S ZFEME s CHRIE) L d (X ) L d1 CHEXLIEE )« dd ( XU )
syst. ABAABAAFR )\ t ( =) | td (= ), q (PYEIE ) | hept (-BEWE ) . m( KHF
(R Z2 06 ) o

[0230]  ZT4MEBIGIELE Perkin Elmer FT 1725x JGig 4y 1A% AT . UV- 7] WOGiE4E HP

48527 4% FiAT . PR E B EAE Netzeh DSC 204 B{ Setaram TGA 92-16. 18 ¥ 4% bk
1T
[0231] A+ NMR P 4m s -
[0232]
E NG =
TR e e
1 (o]

R=Me, H, Na
[0233] I T3 ACKI BRI S i 4 1] S 451
[0234]  FHARRRIA KI5 PO BORER SR 254
[0235]
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§=p 0-@—\ TB /03 P3Nyt 0 e S PNy O Ye
(D) () o)
G, Goy "4 \"-‘
|
Gep '
f( }4—:{1-5(0—@—\\"_1"_‘; A c>> ‘
8 i
Gey ’ e
S=p: D_O—‘N-Ni PO Me PNy O e
( d Om) ( Oﬂ\"“’“'ﬁ{"‘@‘“")) At 1<°‘@—\\N_r:,<°_@_m >
G' 3 8 2 A i > i
1 GC'1 2
GC'2 i
P, \ e
»~ ‘*G—‘n-r'«—,f; oO—\_Iiﬁ oy 1 ,
5 N'N‘E O—@—cHo)
2
GC'3 ’

(02361 M 1 FUAT A% — SR DY 5 PALRER 05— R MR A 0 4
[0237]

e
PaN3 O—O_\\N-'I:—p O_@_\\Me O\\(.)'Pr

\
S N-N P-OiPr

/,P-OIPI’
© OIPI'

[0238] 4%*%24}:%3/3% Ge' (7.0X10°mmol,200mg) ¥ T CH,C1,(10m1) ', 4R f57E 0°C
IS I (1. 3mmol,66 1 1) LLA VY N ZE - Z0@ 618 - IR IR (0. T, CLAnH Al A A
h65% ) R T IERIE AN SRR RIS I A R I I Hge 18 o A58 s N, TR B
THFFZIRGY) 24 /NI o LRSS T Z8 RN, 5 FH 50ml 2B b BER 3 1K, BREITA X
NEEN UL S A TRz ah VY S N 3 — MRt - ZBERAR P It B iam &),
WA EN T0%.
[0239] NMR™P-{'H} (CDC1,) : 6 =66,5(s,P,) ;23,5(s, P(0) (0iPr),) ;11,9 (s, P,) ppm.
[0240]  NMR'H(CDC1,) : 8 = 1,29(d,’Jy = 6, 1Hz,288H, -0-CH-(CH,),) ;2, 91 (s, 36H,
N-N (CH,) -CH,-) 33, 00 (tt,"J = 23, 6Hz,°J,; = 6, Oz, 12H, -CH- (P (0) (0iPr),),) ;3, 23(d,
Je = 8, 8Hz, 18H, CH,~N-P)) ;3,78 (td,’Jp = 14, THz, Jy = 6, 2Hz, 24H, —CH,~CH- (P (0)
(0iPr),),) ;4, 74 (hept,’Jy = 6, 1Hz, 48H, -0-CH- (CH,) ,) :6, 8-7, 8 (m, 90H, CH,,, A1 CH = N)
ppm.
[0241]  NMR"’C-{'H} (CDC1,) : 6 = 23,7(d,’J = 3, 1Hz, -0-CH-(CH,) 2) ;23,8(d, ’Je
21
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= 2,5Hz, —0-CH-(CH,),) ;24,0(d,’J, = 3,0Hz, ~0-CH-(CH,),) ;24,2(d,’J, =
2, 91z, —0-CH- (CH,) ) ;32,9 (d,"J, = 11, THz, CH;~N-P,) , 37, 7 (t, ' J., = 132, 2Hz, ~CH~- (P (0)
(0iPr),),) 338, 8 (s, N-N(CH,~CH,~) ;55, 1 (s, —CH,~CH- (P (0) (0iPr),),) 570,9(d,* ] =
6, 6Hz,-0-CH-(CH,),) ;71, 3(d,*J, = 6, 8Hz,—-0-CH-(CH,),) ;121, 2(s %&,C,>,C,%) ;126, 3 (s,
C,%) :128,2(s,C,%) ;129,4(s,CH = N-N(Me) —CH,) ;132, 1(s,C,"),134,5(s,C,*),138,8(s %
CH = N-N(Me)-P)) , 149, 4(d,*J = 7, 5Hz, C,") , 151, 1 (s, C,") ppm.

[0242]  SEJtifs] 2 - R ATAR — IR DU S T 4 P I ) 2 — AR A DR ER B I 5
[0243]

P3N O“< >—\\ We
y N--N-P o) e
S N N-éllz O_Q—\\ Me- Il,O|Pr
~OiPr
pz OIPr
ll OiPr

2

2
6

[0244]  HWERZB S Ge' (2. 9X 10 mmol, 200mg) ¥ T+ CH,C1, (10m1) t{:,,&ﬁFEo C
WM AL (1. 05mmol, 56 1w 1) LR VIS INIE - ZHmFEME — ZBFIRES (0. 575g, L4l
FEAN A 656% ) 524 T E G B AN B8 B ARZ IS I 20 [F] I FF B8 o =4 56 iz id i, E};fiﬁ&
I HZIREY) 24 /M o TEUE T 28R, #:5 A1 100ml (1) 5kt / B (1/1) ek
W, BRI RVE P UL R AL SR ZRIE VY RN T - RIS - BRI . 4y
BRI AT, BTN 79000

[0245]  NMR®P-{'H} (CDC1,) : § = 66,4 (s, P,) ;66,1 (s, P)) ;23,5 (s, P(0) (0iPr),) ;
11,8(s, P,) ppm.

[0246] NMR 'H(CDCl,) :8 = 1,25(d,’Jy = 6,0Hz,576H, —0-CH-(CH,),) ;2, 87 (s, 72H,
N-N(CH,) —CH,-) 2, 97 (tt,”J = 23, 6Hz,° ]y = 6, 6Hz, 241, —-CH- (P (0) (0iPr),),) ;3, 24 (d
%y T = 9, bHz, 54H, CH;-N-P, ;) 33, 74 (td,’Jp = 13, 9Hz, Jy = 6, 2Hz, 48H, —CH,~CH- (P (0)
(0iPr),),) ;4, 71 (hept,’Jy = 5, 9Hz, 96H, -0-CH- (CH,),) ;6, 8-7, 8 (m, 210H, CH,. Il CH =
N) ppm.

[0247]  NMRC-{'H} (CDC1,) : 6§ = 23,8(d,’J = 3, 1Hz, —0-CH-(CH,),) ;24, 2(d,
*Jeo = 3,0Hz, -0-CH-(CH,),) 332,9(d,*J, = 11, 8Hz, CH;~N-P,,),38,3(t, Jo =
132, 1Hz, -CH- (P (0) (0iPr),),) ;38,8 (s, N-N(CH,) -CH,-) ;55, 2 (s, —CH,~CH- (P (0)
(0iPr),),) ;70,9(d,*J4 = 6, 8Hz, -0-CH-(CH,),) ;71,3(d,*]J, = 6,8Hz, —0-CH-(CH,),) ;
121, 4(s %&,C, 5, C,%, C%) 5126,4(s,C,%) 5128, 3 (s %,C, 5 C,%) ;129,5(s, CH = N-N(Me) —CH,) ;
132, 1 (s, C,;),132,4(s, C,),134,5(s, C,),138,7(s %, CH = N-N(Me)-P, ,) , 149, 5(d,*J
= 7,4Hz, C,'"), 151, 2(s, C,', C,") ppm.

[0248]  SEjifs) 3 « HAT A — IBRmR VY s AT RS IR AR 110 1) 58 — AU BOIREE S I & 1k
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[0249] HREDIREBEY Ge' (1. 35X 10 *mmol, 200mg) ¥%§ T CH,C1, (10ml) 1, 4R 5 7E 0°C
AN FEEE (0. 97Tmmol,52 1 1) PAK VY SN EE - ZMmFEfE - PR EE (0. 532g, L andLal
FEAN R 65% ) 2R T 38 G T2 AN S8 SRS I 2[RI 7 BLGRAS o =4 58 Iz ias I ZEWR
WL T HFZIR S 24 /DI AR 28 R85, 85 F 100m1 (13 / E (1/1) Peisk

W, BRI RVE Y UL R SR ZEIE VY RN T - RIS - BRI A . 4y

B AT, TN 80% .
[0250]

M
PgNy O-Q—\\N :G;P o ’O—\\ |Y|e
8§

y) -
$ }l_ r{ ii_.oPr
~olpr
_Olpr
™ olPr
0

N

2
6

[0251] NMR °*'P-{'H} (CDCl,) : & = 66, 3(s, P;) ;66,0(s, P, ,) ;23,5(s, P(0) (0iPr),) ;
11,4 (s, P,) ppm.

[0252] NMR 'H(CDCI,) : 6 = 1,26(d,’Jy = 6, OHz, 1152H, —~0-CH-(CH,),) ;2, 88 (s, 144H,
N-N(CH,) —CH,-) ;2,98 (tt,"Jp = 23, 9Hz,°J = 6, 6Hz, 48H, —CH- (P (0) (0iPr),),) 33, 26 (d
%, e = 9, 5Hz, 126H, CH,=N-P, ;) 33, 74 (m, 96H, —CH,~CH- (P (0) (0iPr),),) ;4,70 (hept,
*Ju = 5, 9Hz, 192H, -0-CH- (CH,),) ;6, 8-7, 8 (m, 450H, CH,,,, FI CH = N) ppm.

[0253] NMR '°C-{'H} (CDCl,) : 8 = 23,9(d,’J, = 2,9Hz, —0-CH-(CH,),) ;24, 2(d,
*Jeo = 2,5Hz, —0-CH-(CH,),) 532,9(d,*Je = 12, 3Hz, CH,~N-P, ,.),38,4(t,'Jp =
132, 3Hz, —CH- (P (0) (0iPr),),) ;38,9 (s, N-N(CH,) ~CH,~) ;55, 2 (s, —CH,~CH- (P (0)
(0iPr),),) ;70,9(d,*Js = 6, 9Hz, -0-CH-(CH.,),) ;71,3(d,*J» = 6,9Hz, -0-CH-(CH,),) ;
121, 4(s, C;) ;121,8(s %, C» C,% C)Y) 5126, 4 (s, C°) 128, 3(s %8, C,°, C,°, C,°) 129, 6 (s,
CH = N-N(Me) —CH,) ;131, 3(s, C,") ;132,4(s %%, C,°, C,) ;134,5(s, C,°) 5138, 7(s %, CH =
N-N(Me)-P, ,.) ;149,5(d,*J, = 8, 1Hz, C,") 5151, 2(s %, C,'» C,'5 C,") ppm.

[0254]  SEJtifA) 4 KM — R - AR - BRI

[0255]

MeO .

,OMe
HO ) e (TR

P\
‘Me o OMe
[0256]  1F O°CyRA &% (6g,43. Tmmol) %H]]Zﬁazpﬂzz FAAE (10. 32ml, 112. 5mmol) , 2R 5115948
LE O CEAZUNIN 37 % B A (12, 6m1) o« T 30 7380 PR Z HE AR T 5 B A5 5L 2 - AE
B i B FEAE RIS /i o B, R RSB Z R S N TR A DA ZE
M. AT / AKIREY (3X100ml S ) ZHOZ W), 48 Ja 1 8 Ak A3 A TR 4 A ks
23
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[0257] NMR *P-{'H} (CDCl,) : 6 = 30, 2(s, P(0) (OMe),) ppm.

[0258] NMR 'H(CDCL,) : 6 = 2,68(t KR E, ]y = 7, 2Hz, 2H, —CH,~CH,~N) ;3, 05(t K H,
*Ju = 7, 2Hz, 2H, ~CH,~CH,~N-) 33, 20 (d,"J; = 8, 9Hz, 4H,N-CH,~P) ;3. 75(d,’J,p = 10. THz,
12H, -OMe) ;6, 6-7, 1 (m, 4H, CH,,.,,) 8, 16 (s %%, 1H, —OH) ppm.

[0259] NMR "C—{'H} (CDC1,) : 6 = 32,7(s, C;) ;49,4(dd,’J, = 6, 8Hz,'J, = 158, 5Hz,
C.) ;52,8(d,*Jp = 3Hz, Cy) ;58,8(t,J, = 7,5Hz, C,) ;115,4(s, C;) 5129,8(s, C,) ;
129, 8 (s, C,) ;155,9 (s, C,) ppm.

[0260]  SEjfs] 5 KB A AR — B - JHEIR — F s

[0261]

MeQ OMe

§ P\

oS

A \_P/O
M O OMe

[0262] 7EOCIREMHZ (5g, 46mmol) %ﬂ]ﬁﬁﬁ@ﬁz FREE (10. 5ml, 115mmol) , 3R JG {338 7E 0°C
RN N 37 %6 [ S /K (10. 6m1) o 1 30 438 P Z B AR T = B BRI B IR bl &
HFRFELER NI/ & fm, R T ICEZA R VIR G ULz o s i g, AT
H&A7 / 7J</tm% (3X100ml 07 ) ZHUZ 1), P8 J5 76 S A A AT P8 W A e Mo v ik
ATEAEI T B EZm T, 77 %R 30% .

[0263] NMR *P-{'H} (CDC1,) : 6 = 29, 8(s, P(0) (OMe),) ppm.

[0264] NMR 'H(CDCl.) : 8 =3,67(d,*],, = 10, 6Hz, 12H, -OMe) ;3, 84 (d,*J,, = 5, THz, 4H,
N-CH,~P) ;6, 6-6, 9 (m, CH,,,, 4H) ;8, 05 (s B, 1H, —OH) ppm.

[0265] NMR "*C—{'H} (CDC1,) : 6 =47,6(d,'Je = 157, 1Hz,C,) ;52,6 (d,% ] = 3, 8Hz,Cy) ;
52,7(d,%J = 3, 3Hz, C,) ;115,8(s, C,) 5117, 3(s, C,) ;141,0(s, C,) 5150, 9 (s, C,) ppm.
[0266]  SEjifs) 6  HAA R — B — BEER — F AR 110 1) 5 — AW BDIREE S K & ik

[0267]

[0268] i BxkIRHE (6. 898mmol, 2. 25g) s M 2B K2R T 54 Ge, (0. 273mmo1 , 500mg) 7F
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JK THF (10m1) " b, SR Ity A% — 0 - iR — s (3. 449mmol 1. 31g) « fE¥F
Bl B T i ZIR S 24 /NI, A8 5 H THE Bz 2R Ly B thizah . &a, i
MDA Z R T W)

[0269] NMR *P-{'H} (CDCl,) : 6 =68, 7(s, P, ;31,9(s, P(0) (OMe),) ;13,7 (s, P,) ppm.
[0270]  NMR 'H(CDCL,) : 6 = 2,69 (t," ]y = 6, 8Hz, 24H, CH,~CH,~N) 32, 99 (t,°Jy; = 6, 8Hz,
24H, CH,~CH,~N) 33, 13(d,*J,p = 9, 17Hz, 48H, ~CH,~P (0) (OCH,),) 33, 2(d,*Jy» = 11, 8Hz, 18H,
CH,~N-P)) ;3,67(d,’J, = 10, 2Hz, 144H, -P (0) (0-CH,),) ;6, 8-7, 8 (m, 781, CH,,,,,» CH = N)
ppm.

[0271] NMR "*C-{'H} (CDCl,) : 6 = 32,9(d,*J, = 11Hz, CH,-N-P,) ;32, 95 (s,
CH,~CH,~N) 49, 5 (dd, ' J,, = 157,5Hz,"], = 6, 8Hz~CH,~P (0) (OCH,),) 552, 6 (d,*J, =
4, 0Hz, —P (0) (0-CH,),) ;57,8(t,"Je = 7, 2Hz, CH,~CH,~N) 3120, 8(s, C,°) 5120, 8(d,’J, =
4, 1Hz, C) ;128, 3 (s, C,°) 5129, 6 (s, C,°) ;131,9(s, C,") ;136,3(s, C,") ;138,4(d,’Jp =
14, 1Hz, CH = N) ;148,5(d,*J, = 7, 0Hz, C,") ;150,8(d,*J = 3, OHz, C,") ppm.

[0272] 7P=% . [70% ],

[0273]  SEjifs) 7  HA R — B - BEER — TR AR 10 1) 5 AU BOIREE S & ik

[0274]  F4HxER%E (5. 28mmol, 1. 72g) N INBIMALIRER A4 Ge, (0. 104mmol, 500mg) 7E /K
THF (10m1) A RISV, SR a s IRy B2k — X — IR — P i (2 6mmol, 1. 00g) » {EHEEIR
FENBFZIREY) 24 /0, ARG H THE iz m ZR-G MU B iZsh . s Ja, ik K

BEUTIER AN AL IR T ) o
[0275]

arom?

[0276] EATEH :78%.

[0277] NMR °*'P-{'H} (CDCLl,) : 8 = 66,5(s, P,) ;66, 2(s, P,) ;30,1 (s, P(0) (OMe),) ;
12, 1 (s, P,) ppm.

[0278] NMR 'H(CDCI,) : 8 = 2,69 (s large,48H,CH,~CH,~N) ;2,99 (s 5, 48H, CH,~CH,~N) ;
3,12(d,*J = 9, 51Hz, 96H, —CH,~P (0) (OCH,),) 33, 24(d,’J = 8, 5Hz,54H, CH,~N-P) ;
3,66 (d,"J» = 10, 4Hz, 288H, —P (0) (0-CH,),) 6, 6-7, 7 (m, 186H, CH,,,,» CH = N) ppm.

[0279] NMR "C-{'H} (CDC1,) : 6 = 32, 95 (s,CH,~CH,~N) 333, 0(d,*J = 11, 2Hz, CH,~N-P) ;
49, 4(dd,'J = 157,5Hz,°J, = 6, 6Hz—CH,~P (0) (OCH,),) ;52,7(d,*J, = 4, 2Hz, —P(0)
(0—CH,),) :58,0(t,°J = 7, 1Hz, CH,~CH,~N) 5121, 2(s, C;°) 3121, 7(s, C;*) 3121, 2(d,’Je
= 3,9Hz, C,%) 128, 3(s, C,°) ;129,65(s, C,°) ;129,9(s, C,°) ;132, 1 (s, C,°) ;132,4(s, C,") ;
136,5(s,C,") ;138,6(d,’J = 13, 3Hz,CH = N) ;148, 8(s,C,") ;148,9(d,*Jp = 7, 5Hz,C,") ;
151, 2(d,*J = 7, 4Hz, C,") ppm.

[0280]  SEifA) 8 « HAT B¢ — B — B — F R AR 1 1) 55 =AU BOIREE S & ik
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[0281] Bk R 5 (0. 941mmol, 0. 306g) s N B M R S5 Ge, (9. 3><1073mm01,100mg)
E%KHF%Mqﬂ%ﬂﬂ%%FﬁM$%ﬂf—ﬂ—%M~$%®4ﬂmdlwm%
EMRBIRE T HAZIREY) 24 /W, AR5 THE iy iz &R G LA E %tk . &5,

T MR R A Z B T o
[0282]

n ﬁ 0-@—-\\ yle ﬁ,OMe
N=N=-P10 P

§ é N OMe

\ OMe

Flom

] e,

[0283] Hm&A;FHE :80%.

[0284] NMR °*'P-{'H} (CDCl,) : 6 = 66,6(s, P,) ;66,3 (s, P,) ;65,8(s, P, ;30,2(s, P(0)
(OMe),) ;12,0 (s, P,) ppm.

[0285] NMR 'H(CDCl,) : 8 = 2,67(s %,96H, CH,~CH,~N) ;2,97 (s %, 96H, CH,~CH,~N) ;
3,10(d,*J = 9, 60Hz, 1921, —CH,~P (0) (OCH,),) 3, 25 (s 3&, 126H, CH,-N-P) ;3,63 (d,"Jp =
10, 25Hz, 576H, P (0) (0-CH,),) 36, 57, 7 (m, 402H, CH,,,,,» CH = N) ppm.

[0286] NMR "C-{'H} (CDCl,) : 6 = 32,9(s, CH,~CH,~N) ;32,9 (s, CH,~N-P) ;49, 3 (dd,
‘Jo = 157,5Hz,°J, = 6, 5Hz—CH,~P (0) (OCH,),) ;52,6(d,*J = 3, 6Hz, —P(0) (0-CH,).) ;
58, 0 (t,°J = 6, 9Hz, CH,~CH,~N) 120, 5(s,Cy)) 5121, 2(d, ] = 3, 1Hz,C,Y) 5121,5(s,C°) ;
121, 8(s, C,°) 5128, 2(s, C,>) ;128,2(s, C,°) ;129,6(s, C,°) ;129,9(s, C°) ;132,3(s, C,) ;
132, 3 (s, C,*) ;132,3(s, C,") ;136,5(s, C,) ;138,6(d,*J = 13, 0Hz, CH = N) ;148,9(d %
Jp = 6, 3Hz, C,', C,', C,) 151, 2(d,*J = 6, 1Hz, C,") ppm.

[0287]  SEJitifhl] 9 « B Y — R — BRI 2R 1 1) 5 — AR SO IR R S & i

[0288]

ONa
M =p-
S

)
0:P-OH
ONa

[0289] 7 O°C'F, #yRAR = EAELE (1. 04mmol, 138 u 1) RIS MBI R A A 4% - X - I
12 — PR A ) 3 — AR R ZE A4 (1. 68X 10 "mmoll, 100mg) FELJF (Bml) IR o
LIS INTE B, RVFIZIREY T 12 /NN AR B BIPA BRI . R R AR LR AT
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SRIGIEFRE LA T O Iml ek FEE B IR &Y — /M. TR 2 )5, FHABEVE R %

BeARWAE TR BUNIZP YA 58 AT T AN, B ARS8 (36. 3mg S AL B

/100mg W ELIREE G ) WIAFAE TR FLEAR e I SRAN R o R PIT A3 W W LASR A B 6 f K
EXEMERBEEW . 73 BSOS AT W), T 30N 58% o

[0290]  FZATEHE :50% .

[0291]  NMR °'P-{'H} (CD,CN/D,0) : 8 = 67,9(s, P,) ;14,4 (s, P(0) (ONa),) ;12,9 (s, P,)

ppm.

[0292] NMR '°C-{'H} (CD,CN/D,0) : 8§ = 31,95(s, CH,~CH,~N) ;35,5(d,’J, = 10, 9Hz,

CH,~N-P,) ;57,0(d,"J = 136, 8Hz, —CH,~P (0) (OH),) ;60, 7 (s, CH,~CH,~N) ;124, 1 (s, C,") ;

124,1(s,C%) 131, 3(s,C,>) 5133,5(s,C,°) 5135, 3 (s, C,%) ;139,0(s,C,") ;143,2(s %, CH =

N) ;151,7(d,*Jp = 7,0Hz, C,") ;153, 3 (s, C,'") ppm.

[0203]  SEjiiAA) 10 « HA A A% — X — IR K 0 128 —ACH BRI R G 6 ik

[0204]  FEOCT, FyRA = IEmESE (10mmol, 1. 34m1) M2 N2 HA E A% - X - g —

F e il 1 5 AR R IR A4 (8. 27X 10 mmo1, 1. 08g) fE LM (10ml) I+ - 1%

I SE R, RVFIZIREG T 12 /N IR MBI SER A . ARG R AR AW RIT8, R )G

EM B RN 3ml To/K REE I PZIR G — /DI . TR T2 )5, FAlBkseskiZ ik &

AT BUAEZ P 58 AN TAH VL RE, Jrl eS8 (8. 2mg H 5L /50mg

PIRCIREREW ) WARAE N ¥ H AR e B 3o R T IS i LLIRTS B ok AT )

GMEDIRE B 77 BB AT ), 47N 62% .

[0295]

0 ) Me ‘
Falls W O‘O—\\N Mo [ Q. ona
N ( > \ “OH
N

[¢)]

[0296] NMR *'P—{'H} (CD,CN/D,0) : 6§ = 67,8(s, P,) ;67,6(s, P,) ;10,5(s, P(0) (ONa)
(OH)) ;10, 0(s, P,) ppm.

[0297] NMR "“C—{'H} (CD,CN/D,0) : & = 31,6(s, CH;N-P,) ;35, 3 (s, CH,~CH,~N) ;55, 2(d,
'Jep = 128, 2Hz, —CH,~P (0) (OH),) ;60, 4 (s, CH,~CH,~N) ;124, 3 (s, C,°) ;124, 3 (s, C,%) ;
124, 3 (s, G, ;131,3(s, C,») ;131, 3(s, C,°) ;133,3(s, C,°) ;135,0(s, C,9) ;135,0(s, C,*) ;
136, 0 (s, C,) ;142,5(s %, CH =N) ;151,8(s %, C,") ;153, 3 (s %%, C,") 5153, 3 (s, C,") ppm.
[0208]  HAEAY - B - B AR [ A BCIRZE -G AS BE L N F sk A IR S 1 )
3 HIEAE - IBEIR VY S A FERE AR T R ASCIR R S T AR 7 ok 4

[0200]  HAEE - X - IR AR [ A SRR IR S e i i i H sSCR FH kA RLTR St 5] 11
12 W HA B - X - B — T BRI B BCIR R S IT IR B T3 ok i %

[0300]  SEjfifsl] 11 HA RS - W - — W3 - BEIRNE L 1 1 258 — AU BOIR R S W & ik
[0301]  ¥4BRER%E (2. 94mmol, 955mg) W MBI AR EE -S4 Ge, (0. 116mmol, 214mg) 75 /K
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THF (10m1) A s, SR S5 a8 2Ky (1. 47mmol , 520mg) o E%%ﬁﬁ?ﬁﬁﬁ%m%%
/NS, SR JE H THE i g8z s &R 5 Ly B Hzdh . Sa, BRI 4=, S Al
MIRBETTIEREEA . 3 BZR e T= W, 7= N 76 % o

[0302]
. OMe
| Me O=P-OMe
P3Ng O—Q—\\ | )
N-N-P o—< >—'N\
S 0=P-OMe
OMe

2
6

[0303] NMR *'P-{'H} (C,D,/THF) : 8 = 67,9(s,P,) ;29, 3(s,P(0) (0Me),) ;12, 3(s,P,) ppm.
[0304] NMR 'H(CDCl,) : 8 = ppm.

[0305] NMR "“C-{'H} (CDCl,) : & = 33,0(d,*Je = 11, 8Hz, CH;~N-P,);46, 4 (d, 'J, = 158. 3
Hz, —CH,~P (0) (OCH,),) 352, 6(d,*Je = 3, THz, —P(0) (0-CH,),) 52, 7(d,*J, = 3, 9Hz, —P (0)
(0-CH,),) ;114,4(s, C°) ;121,2(s, C;») ;122,0(s, C,”) ;128,3(s, C,7) 5132, 2(s, Cy") ;
138,5(d,*Jp = 14, 1Hz, CH = N) ;142,9(d,’Jp = 6, 5Hz, C,") ;145, 1 (s, C,") ;151, 1 (s %%,
C,) ppm.

[0306]  SEifA) 12 « HAT (A% — X — iR — FY s 2% 1 1 28 AR BCIR R S 06 ik
[0307]  HBEEE%E (2. 00mmol, 652mg) Vs MBI BUIREE A4 Ge, (4. 2X 10 mmo1 , 200mg) 7F
JE7K THF (5ml) ARV, AR G N4y (1. 05mmol, 372mg) o fEMEGIRIE M Hid IR G
24 /NI, SR JE T THE I B2 ZR AW Ly B iz Eh . e, FBEERZm 41, ARG
oE MU R AL o 43 BZ IR EET ), 7" N 81% o

[0308]

0,
P3N3 0'@"‘\\ Me v _OMe
NNP 0‘@"\_%‘? o) ', P~ oMe
& \__ .OMe
O “OMe /

2
6

[0309] NMR °*'P-{'H} (CDC1,) : 6 = 68, 1(s, P,) ;66,2(s, P,) ;29,2(s, P(0) (0Me),) ;
11,7(s, P,) ppm.

[0310] NMR 'H(CDCl,) :3,25(d,’J, = 10, 2Hz,54H, CH,~N-P,, CH,~N-P,) ;3,65(d,’J; =
10, 3Hz, 288H, P (0) (0-CH,),) ;3, 88(d,*Jy = 4, THz,96H, —CH,~P (0) (OCH,),) ;6, 7-7, 8 (m,
186H, CH,,,,» CH = N) ppm.

[0311]  NMR “C-{'H} (CDC1,) ; 6 =32,9(d %, Je = 11, THz, CH,~N-P,, CH,-N-P,) ;46, 3 (d,
'Jeo = 158, 5Hz, —CH,~P (0) (OCH,),) ;52,6 (s %, -P(0) (0-CH,),) ;114,3(s %, C,>» C% G, 5
121,8(s, G, 128, 1(s,C,%) 3131, 3(s,C,Y) ;131,7(s,C) 3132, 1(s,C,") ;138,4 (s %, CH =
N) ;142,6(d,’Js = 6, 8Hz, C,) ;145,0(s, C,") ;151,0(s %, C,'» C,") ppm.

28



CN 1902264 B WO B 21/43 T

[0312] S 12a  HATEA - A - iR — 1 EE R 1] 1) AR B BCIRZE S 0 6 1k
[0313]

QMe

OP-OMe
P3Ng o-@—\_N)

\
O=|'3'OM3
OMe 6

[0314] 4 BRERH (31. 2mmol, 10. 16g) ¥ M B /N SUFF = B 5 (2. 4mmol, 834me) 75 /K
THE (5m1) HEVER T, SR Ja IS I A<y L% — X — IR — g (15. 6mmol, 5. 96g) o {F:REE
HPiFE, AL ERRE TR ZIR GV IRIFAERE TN 3 Ko SR Wae S fH [0-5% 1 &
IR B A — X - B — e, 7 B, %4 85%

[0315]  NMR *P-{'H} (CDC1,) : 6 = 30, 2(s, P(0) (OMe),) ;12,9 (s, P,) ppm.

[0316] NMR 'H(CDCLy) : & = 2,72(t K IL, )y = 8, 4Hz, 2H, ~CH,~CH,~N) 53, 00 (t 2k EL,
*Ju = 8, 2Hz, 2H, ~CH,~CH,~N-) ;3, 18(d,*J;» = 8, 9Hz, 4H, N-CH,~P) ;3,70 (d,’J,» = 7, 8Hz,
12H, —OMe) 36, 7-7, 2 (m, 4H, CH,,,) ppm.

[0317]  NMR "C-{'H} (CDCL,) : 6 = 32,90(s, CH,~CH,~N) ;49,4 (dd,"'J, = 157, 3Hz,"Jo
= 6, 6Hz~CH,~P (0) (OCH,),) ;52,6 (d,*J = 3, 0Hz, —P(0) (0-CH,),) 358, 3(t,°Js = 7, 8Hz,
CH,~CH,~N) 5120, 7 (s, C,») 5129, 7 (s, C,Y) ;135,9 (s, Cy) 5149, 0(d,*J = 3, 9Hz, C,") ppm.
[0318]  SEjitifsl] 13 - HATH% — X — Bl — 1 s i i) AR BCIRZE S A
[0319]

OH
O=P-OH
PaNgtO )

)
0-P-OH
OH /4

[0320]  7E O°CF, ¥R = EAESE (165mmol, 22ml) SN BA R - X - iR —H
B i IR AR AR EE -S4 (4. 9mmo, 11. 84g) fELJF (165m1) SHIEIE T . HiZids N

TERUN, RVFZIREW T 24 /DI IR[EIBIM SR . REZ LIRS BITHE, R 5 EER

iﬁ/mfﬂ%ﬁ&ﬁm sml KLY — /Do (Rl I8 )5, R AERRER 2R R Y T

Ko AL W, 7% 0 50%

[0321] NMR *'P-{'H} (0,0) : 6§ = 12,9(s, P,) ;11,4 (s, P(0) (OH),) ppm.

[0322]  NMR “C-{'H} (D,0) : 8 = 31,40 (s,CH,~CH,~N) 53, 9(d, " J, = 140, 07Hz, —CH,~P (0)

(OH),) 359, 7 (s, CH,~CH,~N) ;123,9(s, C,) 5132,9(s, C,°) ;135,7(s, C,) ;151, 4 (s %, C,)

ppm.
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[0323]  SEHEM] 14 ATA B&=IE - RN - BRERES 1 BA M =B IR B S &
154
[0324]  a) 72E B FHZIW L IZ V)& R

[0325]
<:> \

N—Me

[0326]  FEMNERIELE T, WA BHIRIE LT, & B % (25mmol, 3ml) 7E /K L1 (8mol. 17
) 33% S 4- AR (20mmol, 2. 5g) REG . TEMEE AT LU ) i H iz id &
V) 24 /Mo FEJRHS T 28 R L SIERAT k), SRR D> 2 K 9528 5 WREEITE » %
A BRI, KA EEAAEU T SR ERATH

[0327]  b) 27k — FILE — IR ER )5

[0328]
2—3  POsMe,

HN—Me

[0320] {EMERIRAE T, WA T, ¥k BP], (@ W85 W E G 1K 28
(17. 0mmo1, 2. 3g) 55 2§ = L ME M 18 — LA (18. Tmmol, 1. Tml) VR & . K iZiRE
VIRFFAEIR RS 12 /DI, IR 28T Bk R T AR, 28 5 3l A ik
(patch) 7o 5Ja, & R ZIEMBERIGF B 274, 17 %0 68%

[0330] NMR *'P-{'H} (CDC1,) : 6§ = 29,6 (s, P(0) (OMe),) ppm.

[0331]  NMR 'H(CDCI,) : 6 =2,29(s,3H,N-CH,) ;3,54 (d,’J = Hz, 3H,-0Me) ;3, 72(d, 3H,
Ty = Hz, 3H,-0Me) ;3,84 (d,"Jp = 23, 9Hz, 1H,H) ;6, 73(d,°Jy = Hz, CH,,,, 2H) 7, 14 (dd,
CH,on» 2H) ppm.

[0332] NMR “C-{'H} (CDC1,) : 6 = 43,3(t,’J, = 6, 8Hz, N-Me) ;53,6(d,*J = 7, THz,
OMe) 354, 1(d,*J = 6, 4Hz, OMe) 63, 2(dd,"J, = 159, 6Hz, "] = 14, 5Hz, CH) ;115, 6 (s,
C,) ;121,1(d,*Jp = 3, 8Hz, C,) ;132,0(d,*Jp = 8, 9Hz, C,) ;157, 1 (s, C,) ppm.

[0333]  ¢) 2k — I IRIR ARV &

[0334]
2 =3 POsMe,
'HO@;—{-Ha
N

Hb —Me

Hb PO3Me;

[0335]  FEMEEREL I, Rk BPER (b) IfPHE (6. 1mmol, 1. 5g) ¥ T+ 37 % ¥ & K #¥
(12. 2mmo 1, 1m1) FIAA IR WEE — F 5 (24. 4mmol, 2. 24m1) . FEFREGIRE N LLHL
PEFRZIR G 12 /Do IR HIBE / BEREGY) (1/1) SRS ZmEREWAE TR &Ja, {E
FARERE _EAEH] 418 LA )il asvE A iz RE = 0. 35) o B GRAT”
Y, 7= 65%
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[0336] NMR *'P-{'H} <CDc13) § = 28, 1(s, P(0) (OMe),) ;30.9 (s, P(0) (OMe) ,) ppm.

[0337]  NMR 'H(CDCL,) : 6 = 2,41 (s, 3H,N-CH,) ;2,61 (dd,"J, = 6, 3Hz," ], = 15, 3Hz, 1H,
Hb) 3, 12(dd,*J = 15, 6Hz,"Jy = 15, 61z, 1H, Hb) ;3, 30-3. 80 (m, 12H, -0Me) ;4. 05(d,*Jyp
= 23.9Hz, IH, Ha) ;6. 74(d,"Jy = 7, 84Hz, CH,,,,2H) ;7,17(d,"Jy = 7, 85Hz, CH,,, 21) ;
9,08 (s %, 1H, —OH) ppm.

[0338]  NMR "*C-{'H} (CDCl,) : 6 =42,3(t,"J, =6, 3Hz,N-Me) ;49, 2(dd, '], = 164, 1Hz,
*Jo» = 10, 1Hz, CH,) ;53,0 (m, OMe) ;65, 2(dd,'J, = 161, THz,’J = 13, 5Hz, CH) ;115, 4 (s,
C,) ;120,9(d,*J, = 3, 5Hz, C,) ;131,8(d,*Jp = 9, 1Hz, C,) ;157, 8(s, C,) ppm.

[0330]  d) AiTAE B 24 2k — A7 AR X — B R IR 1) 58 — AR BOIR 28 5 0 10 & e ik TR B
(1. 2mmo1, 390mg) s IR AR EE 54 Ge, (0. 047Tmmo] ,

[0340]
P3gN3 O—Q‘\\ |Y|e O3zMe;
N"N‘fi 0

) S N-Me
POgMey
2
6

[0341]  87mg) fEJG/K THF (2ml) VS, ARG IR B P58 (o) BIRTAE B I IZ I 2%
Bk - X - iR — A EE (0. 6mmol, 220mg) o {EMEEW AL T HiFHZIR G 24 /NI, AR5 T
Celite bidyl, B BEiZHZOREMUL B HZEh . B, Wk W EiTie sk aifh iZ e &
PO PR T5%

[0342] NMR *'P-{'H} (CDCl,) : 8 = 65,4 (s, P,) ;30, 4(s, P(0) (OMe),) ;27,5 (s, P(0)
(OMe),) ;11,4 (s, P,) ppm.

[0343] NMR 'H(CDCI,) : 8 = 2,46 (s, 36H, N-CH,) ;2,65 (dd,*Jy = 7, 4Hz,*Jy = 15, 3Hz,
12H, CH,) ;3,12(dd,*J = 15, 5Hz, ]y = 15, 5Hz, 12H, CH,) ;3,25(d,*J,, = 10, 1Hz, 18H,
CH,~N-P,) ;3, 30-3. 90 (m, 144H, —0Me) ;4.2(d,J,, = 23.4Hz,12H, CH) ;6, 7-7, 6 (m, 78H,
CH,,.,» CH = N) ppm.

[0344] NMR "°C-{'H} (CDCl,) : 6 = 32,8(d,’Jp = 12, 3Hz, CH,~N-P)) ;42,2(t,’Jp =
6, 8Hz, N-Me) ;49, 3(dd,"'J, = 164, 0Hz,"J, = 9, 9Hz, CH,) ;52, 3-53, 7 (m, OMe) ;64, 9 (dd,
"Jop = 138, 1Hz,%J = 11,9Hz, CH) ;121, 1(s %, C,° C,°) ;128,2(s, C,°) :128,4(d,*Jp =
3, 1Hz, C,*) ;131,8(s, C,°) ;131,8(d,"J» = 8, 2Hz, C,*) ;139,0(d,’J, = 14, 5Hz, CH=N) ;
150, 6 (d,*Jp = 6, 9Hz, C,") ;151, 2(s, C,") ppm.

[0345] o) fiTAE A2k — XL — BRI 26 — MU IR EE S & ik

[0346]
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OszMe,
N"f‘ o
N-Me

P OaMBz
2

2
6

[0347] Mk ER%E (1. 3mmol,407mg) WS I EIH K2 R EE 54 Ge, (0. 024mmol, 119mg) 7E 5K

THF (2m1) FREEH, ARG IS ISk B 28R (o) WATA B FRL AR 2% - X - ZH5E - B

R (0. 67mmol, 230mg) « Eﬂiﬁ?ﬂ%}#?ﬁiﬁiﬂtm% 24 /NI, ARG T Celite Fidyg, B0

oy B G ARG UL B % T N RGEDTTE R AL A Z IR T ) I 53 B8, P BN

80%.

[0348] NMR °*'P-{'H} (CDCl,) : 8 = 66, 1 (s, P,) ;65,4(s, P,) ;30,4 (s, P(0) (OMe),) ;

27,5 (s, P(0) (OMe),) ;11,6(s, P,) ppm.

[0349]  NMR 'H(CDCI,) : 6 = 2,48(s,72H, N-CH,) ;2,67 (dd,"Jy = 7, 1Hz," ],y = 15, 3Hz,

24H, CH,) ;3, 14(dd,*J = 15, 4Hz,% ]y = 15, 4Hz,24H, CH,) ;3, 31(d,”J, = 10, 9Hz,54H,

CH,~N-P,, CH,~N-P,) ;3, 30-3. 90 (m, 288H, -0Me) ;4. 2(d,*J,, = 23. 2Hz, 24H, CH) ;7, 07, 7 (m,

186H, CH,,,,» CH = N) ppm.

[0350] NMR "C-{'H} (CDCl,) :6 = 32,9(d,*J, = 12, 4Hz, CH;-N-P,, CH,-N-P,) ;42, 3 (t,

*Joo = T,0Hz, N-Me) ;49,5(dd,'J, = 163, 7Hz,"J, = 9, 8Hz, CH,) ;52, 4-53, 6 (m, OMe) ;

64,9(dd,"Jp = 160, 2Hz,°J, = 12, 1Hz, CH) ;121, 17 (s, C,°) ;121,24 (s, C,%) ;121, 8(s,
C,) ;128, 3 (s B%,C,Y) 5128,5(s B,C,° C,%) ;131,8(d %,°J = 8, 2Hz,C,%, C,%) ;132, 3 (s %,
C,) 3138,9(d,*Jp = 13, 8Hz, CH=N) ;150, 7(d %,%J = 7, 2Hz, C,") ;151, 2(s %, C,'» C,")

ppm.

[0351] ) fiTAE B2 — F IR IBRIR MR 1 28 DU AW B IR 2 -G i & ik

[0352]

P3N O‘O——\N_N_r A _@_\

[0353] W RRER4E (0. 71mmol, 230mg) ¥ IN RN F AR ZE -S4 Ge, (3. 5X 10 mmo1, 79. 2mg) 7F

JE/K THE (2m1) A IS, SRS s sk B AP ER (o) WIARTAS B IR A<y 2% — X - iR —

S (0. 35mmol, 130mg) . z{}xtﬁyﬂ%}#?ﬁﬁéﬁ@AW 48 /NI, BRJE T Celite b iy, B0

oy B EmR AHR AL B R Tt I RBEDTTE R A B 2= ) FF 53 B8 TN

84% .,

[0354] NMR *'P-{'H} (CDCl,) : 6 = 66,1 (s %, P,, P,, P;) ;65,4(s, P,) ;30, 1 (s, P(0)
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(OMe) ,) ;27,6(s, P(0) (OMe),) ;11,6 (s, P,) ppm.

[0355] NMR 'H(CDCI,) : 8§ = 2, 48(s,288H,N-CH,) ;2, 65(dd,*Jy = 7, 2Hz," ]y, = 15, 3Hz,
96H, CH,) ;3,13(dd,*J = 15, 2Hz,%Jy = 15, 2Hz,96H, CH,) ;3, 27 (s %%, 270H, CH,~N-P,,
CH,~N-P,, CH,~N-P,, CH,~N-P,) ;3, 30-3. 90 (m, 1152H, -OMe) ;4. 2(d,*]J,, = 23. 3Hz, 96H, CHl) ;
7,0-7, 7 (m, 834H, CH,,,,, CH = N) ppm.

[0356] NMR "°C—{'H} (CDCl,) : 8 = 32,9(d,’J = 12, 4Hz, CH;~N-P, CH;~N-P,, CH;~N-P;,
CH,~N-P,) ;42,3 (t,°Jp = 7,0Hz, N-Me) ;49,5(dd, ] = 163, 8Hz,°J, = 9,9Hz, CH,) ;
52, 4-53, 9 (m, OMe) ;65, 1 (dd,'J, = 161, 2Hz,’J, = 12, 3Hz, CH) ;121,45 (s, C;°) 5122, 1 (s
75,02 0% 00 5128,5(s BE,C,°C.°C,% 5128, 7(s #,C%) 5132, 1(d %,° e = 8, 2Hz,C,5, C,Y)
132,4(s %%, C,'5 €, 139, 2(d,”J, = 13,4Hz, CH = N) ;151,0(d %,%Jp = 7, 2Hz, C,") ;
151, 6 (s %, C,', C,") ;151, 7 (s %, C,") ppm.

[0357] @) Ay BHEHE — FFEXL - BRI 26— AR BOIREE S &
[0358]

P3Na 0"@—\\ e POsHNa
epfo—< )
S N—-Me
PO3HNa
2
6

[0359] 75 O°CF, = 3Lakss (2. lmmol, 289 u 1) 1B MBISk A8 (d) MATAE
F PR 0 2 A Y — X - TR — MR R 3 — AR R R B 54 (3. 97X 10 mmo 1, 230mg)
ELHE (Bml) HHEEE T o RIS NS, RVPZIBEW T 12 /NI IR B 2B A .
NG RZIR G RN, ARG AR BT IR FE TN Iml Jo/K B Rz B A ) — /i
TE75 T2 )5, AR BAR TR R AT TR o U P52 58 2 ANEE TR VLA, T AAES
FALEY (3. Iml 0. 1955mol. 17" A EAENIA T /130mg B BCR A ) WA E TR
AR T R B . RIS IS LR B Bk R TE SN ER R S ﬁa\%@m%
P, 7N 58 % .

[0360] NMR *'P—{'H} (CD,CN/D,0) : § = 66,09(s,P, et P,) ;14, 1(s,P,) ;11, 2(s, PO,HNa)
ppm.

[0361] NMR 'H(CD.CN/D,0) : 6 = 2,5-3,8(m,90H, CH,~N-P, N-Me, CH,, CH) ;6, 5-8, 0 (m,
78H, CH,..., CH = N).

[0362] NMR "*C-{'H} (CD,CN/D,0) : § = 35, 5(s %, CH,~N-P,) ;44, 8(s T, N-Me) ;54,5 (d,
"Jop = 132, 5Hz, CH,) ;70,5(d,"J, = 129, 4Hz, CH) ;124, 4 (s %%, C,°» C,°) ;130,4(s %, C,°,
C,%) ;136,3(s %, C,» C,9) 3142,9(s %, CH=N) ;153,9(s %%, C,', C,") ppm.

[0363]  h) fiTA: B ZAAE - FAEEXL - BRIR (1 5 —AUR BCIRZE S0 &k
[0364]
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PzN O-‘@—\\ Me ’
- N*N—r , 0—'—\ O IYIe OgHNa
A ' h*—N-E 0—< >——{N~Me

PO3HNa
2

2
6

[0365] EOC? B = A A (1. 6mmol, 210 1 1) 228 INFIk BB, (o) MIfiTAE
B R ) A A2 — X - IR — e R e P 5 AR R R &4 (1. 49X 10 mmo 1, 190mg)
ESNE Gml) PEREEET . XA TE I, RVFZIREY T 12 /NP IR PRI EERFE .
NGB RAZIR GV BT, ARG AR EEER L TN 1ml Jo/K BB S — DI
ezt 2 fa , AR R R AT TR A2 58 2 ANE TR FI, I fEE
FALHY (3. 01ml 0. 1955mol. 1 S AANIA I / 140mg BT BG4 ) A7 TR
HAR T A B . R B LIRS O B RE SN ECRE S . 75 B iz
P, TN 54% .

[0366] NMR *'P-{'H} (CD, CN/D 0):8 =66,7(s,P,)) ;14, 4(s, P, 10, 8 (s, PO,HNa) ppm.
[0367] NMR 'H(CD,CN/D,0) : 6 = 2,5-3,8(m, 198H, CH,~N-P,, CH,~N-P,, N-Me, CH,, CH) ;
6, 5-8, 0 (m, 186H, CH,,,,, CH = N).

[0368] NMR "C—{'H} (CD,CN/D,0) : 8 = 35,5 (s %%, CH,~N-P,, CH,-N-P,) ;44, 6 (s %%, N-Me) ;
55,6(d,"'J, = 102, THz, CH,) ;71,0(d,'J, = 128, 2Hz, CH) ;124,4(s %, C, C%, G ;
130, 4 (s %8, C,> C,% G, 136, 3(s %, C,5 €% G, 5142, 9(s %%, CH = N) ;153,9(s, C,'5 C,',
C,") ppm.

[0369]  Sjitfsl] 15  HAT S = JBRIEAZ AT A B 25 — T ZER0 - IR Bs 1) R Il I BOIR R &
YIE I

[0370]  a) fiTAE B T HZHIIZ K& %

[0371]  FERAHHIFIEM R E R, AF1E T & (43mmol, 4. 3ml) F 4- F22E

[0372]
2 3

W
N—\_\
[0373] X (4lmmol,5g) 54 A% TR G LLHL Btz a0 24 /N, SR 5 76 THE

YR (taken up) T Celite Ry, 7EMUE T 728K % THE RIS IR Lkl . s
I RN AR AE S/ = IR I DOEUTiE « T SRAS AR 2L R K, 7= %8 80% o
[0374]  NMR 'H(CDCl,) : 8 = 0,90 (t,*Jyy = 7, 6Hz, 3H, ~CH,) :1, 33 (m, 2H, CH,~CH,~CH,) ;
1, 66 (m, 2H, CIL,~CH,~CI,) 33, 59 (t, ]y = 7, 4Hz, 2H, N-CIL-) ;6.7 (d,*J; = 8, 4Hz, CH
9H) 37,5 (d, ],y = 8, 4Hz, 2H, CH,...) 38, 14 (s, 1H, CH = N) ;8, 81 (s %%, 1H, ~OH) ppm.
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[0375]  NMR "“C-{'H} (CDCL,) : 8 = 13,9 (s,CH,) :20, 3 (s, CH,~CH,) :32, 7 (s, Cll,~CH,~CH) ;
60, 1 (s, N-CH,~CH,~CH,~CH,) :116, 3 (s, C,) :125,4 (s, C,) :130, 6 (s, C;) :161,5(s, C,) ;
162, 9 (s, CH = N) ppm.

[0376]  b) ZH: - T A - BRRERH Sk

[0377]

OMe
2 o\\F’1--OMe
HOj@ré-Ha
HN—\_\

[0378]  7E VA WG OL AR BE IR AL R, ok B 2R (a) 85 Wik H fe 1 25 )
(16. 9mmo1, 3g) 5 =2 (16. 9mmo1, 2. 35m1) FIVV AR — FHEERE (16. 9mmol, 1. 55m1) /tb:uo
HZIR G IRFAEMEHRE T 12 /M, ARG 28T FZn S ol K v TN, 2R f5id
I “ 7 Bﬁ)ﬁ,z;&ﬁﬁwzxﬁﬂﬁﬁ%ﬁ%% L), P E R 65% .
[0379] NMR *'P-{'H} (CDCl,) : 8§ = 29, 8(s, P,)ppm.
[0380] NMR 'H(CDCl,) : 8 = 0,80(t,"Jy = 7, 6Hz, 3H, —CH,) ;1, 20—1, 55 (m, 4H, CH,~CH,) ;
2, 41 (m, 2H, N-CH,-) 33, 6(d,’J = 10, 4H1z, 3H, -P,0Me) ;3, 8(d,’Jy = 10, 8Hz, 3H, -P,0Me) ;
4,0(d,*J = 26. 0Hz, 1H, Ha) ;6.7 (d,’Jy = 8, 4Hz, CH,,,,, 2H) ;7,2(d,*],; = 8, 4Hz, CH
2H) ppm.
[0381] NMR “C-{'H} (CDC1,) : 6 = 13,9(s,CH,) 520, 3 (s,CH,~CH,) ;31, 8 (s, CH,~CH,~CH,) ;
47,4(d,*J = 17, 6Hz, N-CH,~CH,~CH,~CH,) ;53,6 (d,*J = 7, 9Hz, OMe) ;53,9 (d,’J =
6, 2Hz, OMe) ;59,8(d,'J, = 157, 1Hz, CH) ;115,9(s, C,) ;125,4(s, C,) ;129,5(s, C,) ;
157,0(s, C,) ppm.

[0382] ) Gk — T HEXL - HEIREE AL
[0383]

arom? arom?

o\ OMe

23 1—0Me
Hb
Hb><
\Z‘OMe
OMe

[0384]  FEMEGIRSE T, ¥k HAPE (b) KL (5. 8mmol, 1. 67g) ¥ T+ 37 % [ /KIS
(8. Tmmol,657 1 1) FIFREES — RS (5. 8mmol,530 u 1) o1, FEERESVE AT DAL P bk 1% R
G 12 /. e JE, TR TR 2 20 T, FHATH SRR SRR SR A A i e i b
W EIERAAZ Y o 73 BZER AT, 77 60% .

[0385] NMR *'P-{'H} (CDC1,) : 6 = 28,3 (s, P,) ;30.9(s, P,) ppm.

[0386] NMR 'H(CDCl,) : 8 = 0,86 (t,’Jy = 7, 6Hz,3H, CH,) ;1, 25-1, 55 (m, 4H, CH,~CH,) ;
2, 31 (m, 1H, N-CH,-) ;2, 64 (dd,”J» = 3, 2Hz,°Juy = 15, 6Hz, 1H, CH,~P,) 33, 11 (m, 1H, N-CH,—_
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CH,) ;3,35(ddd,” ), = 17,2Hz,° ]y = 17,0Hz, ], = 1, 6Hz, 1H, CH,-P,) 53,5(d, ] =
10, 4Hz, 3H, -P,0Me) ;3, 7(d,*J,, = 10, 8Hz, 31, -P,0Me) ;3, 8(d, ], = 10, 8Hz, 3H, -P,0Me) ;
3,9(d,’J = 10, 8Hz, 3H, -P,0Me) ;4,4(d,*J, = 26.0Hz, 1H, Ha) ;6.84(d,’J, = 8, 4Hz,
CH,,..» 2H) ;7,26 (d,’ ]y = 8, 4Hz, CH,,,» 2H) ;9, 1 (s large, 1H, ~OH) ppm.

[0387]  NMR "°C-{'H} (CDCl,) : 6 = 14,4 (s, CH, 520, 4 (s, CH,~CH,) 330, 6 (s, CH,~CH,~CH,) ;
46, 0(dd,"'J, = 166, 8Hz, ] = 8, 8Hz, CH,~P,) ;53,0(d,*J, = 6, 8Hz, P,0Me) ;53,4 (d,*J
= 7, 0Hz, P,0Me) ;53,7(d,*J, = 7, 0Hz, P,0Me) ;54, 1 (d,*J, = 7, 1Hz, P,0Me) ;53, 1 (t,°Jp
= 7, 8Hz, N-CH,~CH,~CH,~CH,) ;61, 3(dd, '], = 162, 9Hz,°J, = 10, OHz, CH) ;115,9(s, C,) ;
121,5(d,*Jp = 6, 0Hz, C,) ;132,5(d,*Jp = 9, 1Hz, C,) ;158, 1 (s, C,) ppm.

[0388]  d) fiTAE A2k — T X — RER R 1A — AW BRI A 1

[0389]
PaNg o—@w e OgMe;
N"'N"ﬁ O
S N

—Bu
POszMe,
2
6

[0390] iR % (1. 4mmol,453mg) NN B HOIREE G4 Ge, (0. 058mmol, 106mg) 7E JE7K
THF (3m1) "I, SRk B2 58 (o) WIRTAE B T I My & 4% — B - R — F i
(0. 73mmo1,300mg) » TEMEEIEE N HEFZIR AW 24 /NI, R S5 T Celite ik v, B4y
Bizm&RAaMUS B . &ha, Wil N REETTVE R AN B W00 8, P3N
65% o

[0391] NMR *'P-{'H} (CDCl,) : 6 = 65,4(s, P,) ;30,8(s, P(0) (OMe),) ;28, 3 (s, P(0)
(OMe),) ;11,4 (s, P,) ppm.

[0392] NMR 'H(CDCl,) : 8 =0,82(t,’Jy =7, 6Hz, 36H,CH,) ;1, 20-1, 50 (m, 48H, CH,—CH,) ;
2, 27 (m, 12H, N-CH,~) ;2,57 (dd,”J,p = 3, 4Hz, ] = 15, 2Hz, 120, CH,~P,) 3, 11 (m, 12H,
N-CH,~CH,) ;3,26 (d,’J; = 10, 6Hz, 18H, CH,~N-P) ;3,4 (d,’J,, = 10, 6Hz, 36H, —P,0Me) ;
3,6(d,’Jp = 10, 7Hz, 36H, -P,0Me) ;3,7(d,*J, = 10, 8Hz, 36H, -P,0Me) ;3,8(d,’J,, =
10, 6Hz, 36H, —-P,0Me) :4, 4 (d,*Jy = 25. OHz, 12H, Ha) ;6, 9-7, 8 (m, 78H, CH,,,,» CH = N) ppm.
[0393]  NMR "C-{'H} (CDC1,) : & = 14,0(s,CH,) 519, 9 (s, CH,~CH,) 330, 2 (s, CH,~CH,—CH,) ;
32,8(d,*Jp = 11, 5Hz, CH,~N-P,) ;46,0(dd,"'J, = 166, THz,"J, = 8, 6Hz, CH,~P,) ;52-54 (m,
POMe,) ;60, 3(dd,"Je = 163, 9Hz,”J, = 10, 4Hz, CH) ;121, 2(s %&, C,>» C,°) ;128, 2(s, C,") ;
128,8(d,*Jp = 4, 5Hz,C,%) ;131,9(s,C,*) ;132,1(s,C,%) ;139, 1(d,*Jp = 13,9Hz,CH=N) ;
150, 6 (d,*Jp = 6, 9Hz, C,") ;151, 3 (s, C,") ppm.

[0394] o) fiTAi B — T HEXL — BRIR MR 5 AW BRI S5 1
[0395]
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P3N o—@—\\ Ve
N-N-p o—@—\\ M POsMe,
S N—-Bu

P03M62
2

2
6

[0396] KHBxER%E (0. 54mmol, 176mg) WS IR AL IRIE A4 Ge, (0. 0106mmol, 51mg) 7ETE7K
THF (2m1) P, SR ads sk B0 38 (o) MIRTAE B T I KM & 2% — B - R — F s
(0. 27mmol, 110mg) Eﬂimm}#?ﬁ%m% Y36 /NI, ARG T Celite Eid3E, B0y
HizZm RSB iz &, Wi N REEDTIE RAN AR R LW T 50 B, 7 3R
75%.

[0397] NMR °*'P-{'H} (CDCl,) : 8 = 66, 1 (s, P,) ;65, 3(s, P,) ;30,8(s, P(0) (OMe),) ;
28, 3 (s, P(0) (OMe),) ;11,4 (s, P,) ppm.

[0398] NMR 'H(CDCl,) : 8 = 0,88(t,’Jy = 7,6Hz,72H, CH,) ;1, 201, 45 (m, 96H,
CH,~CH,) 32, 33 (m, 24H, N-Cl,~) ;2,63 (dd,"J,, = 3, 4Hz, "],y = 15, 2Hz, 24H, CH,—P,) 33, 16 (m,
24H, N-CH,~CH,) ;3, 33 (m, 54H, CH;~N-P) ;3,44 (d,’J,, = 12, 0Hz, 72H, -P,0Me) ;3, 7(d,
*Jop = 10, THz, 72H, -P,0Me) ;3,8(d,’J, = 10, 6Hz,72H, -P,0Me) ;3,9(d,’J = 10, THz,
72H, -P,0Me) ;4, 5(d,*J, = 25. 5Hz, 24H, Ha) ;6, 9-7, 8 (m, 186H, CH,..,, CH = N) ppm.

[0399]  NMR “C-{'H} (CDC1,) : 6 = 14,4 (s,CH,) ;20, 3 (s, CH,~CH,) 530, 6 (s, CH,~CH,~CH,) ;
33,3(d,*J = 11, THz, CH,~N-P,, CH,~N-P,) ;46, 5(dd,"J, = 166, THz, "], = 8, 61z, CH,~P,) ;
52, 5-54, 1 (m, POMe,) ;53,1 (t,"Je = 7, 8Hz, N-CH,~CH,~CH,~CH,)PB " 361, 3(dd, "], =
164, 9Hz, *J» = 10, 9Hz,CH) ;121,6 (s %%, C,% C,%) 3122, 2(s,C,0) ;128,7 (s %, C,%) ;129, 3 (s
W, G € 5132,5(d %, %] = 7,5Hz, G, C5, G, 1139, 1(s %, CH=N) ;151,0(d,*J, =
6, 9Hz, C,") ;151,8(s %, C,', C,") ppm.

[0400] ) fTAE B2 — T 2N - BRER I 25 — AW BOIREE G & ik

[0401]

P3Ns o—@—\\ Me PO3HNa
s W
S N-Bu
POzHNa

2
6

[0402]  7EOCTF, e = P EAELE (0.92mmol, 123 1 1) 2BV MBIk B E 8 (d) MAT4E
BT HA A D - X - IR Ee i i A — A R R 54 (1. 75X 10 °mmol, 110mg)
TECHE (Aml) HPEEBT o AN, VPRGN T 12 /NI P i (B B PR 580 A
RIG R ZIR G YR TH, ARG A BHRE TN Il TEK PRI Hi 2R A Y — /i
75T 2 )5 FABRVEBAR R R A TR o U= )52 56 R AE TR WL A, T AFES
FALHY (0.98ml 0. 1955mol. 1 FIE AL B /45mg IR B G ) AELE MR

AR E I PR o VR T PR I LSRG A R R TE A IZMERER G 1 B iZm 4
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P, T EE N 55 % .

[0403] NMR °*'P-{'H} (CD,CN/D,0) : 6 = 69, 3(s, P,) ;15,3(s, P,) ;13,5(s, P(0) (OHNa),)
ppm.

[0404] RMN 'H(CD,CN/D,0) : 8 = 0,9(s %%, 36H, CH,) ;1, 20-1, 50 (m, 48H, CH,—CH,) ;
2, 5-3, 8 (m, 78H, CH,-N-P, N-CH,, CH,, CH) ;6, 5-8, 0 (m, 78H, CH,,,,» CH = N).

[0405] NMR "°C-{'H} (CD,CN/D,0) : & = 13,4 (s, CH,) ;19,6 (s, CH,~CH,) ;26, 2 (s,
CH,~CH,—CH,) 333, 4 (s %, CH,~N-P,, CH,~N-P)) ;50, 5(d,'J = 123, OHz, CH,~P,) 554, 1 (s, 5,
N-CH,~CH,~CH,~CH,) ;66, 3 (dd,'J, = 126, 9Hz, CH) ;121,0(s, C;’) 5121, 9(s, C°) ;128, 6 (s,
C,Y) :129,0(s, C,°) ;132,8(s, C,) 3134, 1 (s, C,*) ;141,5(s %%, CH = N) ;150,8(s, C,") ;
151, 5(d,*J = 6, 9Hz, C,") ppm.

[0406]  SEJAA] 16 :N- I A2k —N-(4- 72 ) - W3k —a — 25 - e — s

[0407] % 750 u 1 (10mmol) 4% N IZZR18 A IN 3 4- 225 - 2K (1. 1g, 10mmol) 7E 10ml
CH,CL, IR ETFI (7E MgSO, IAFAE T ) Fo 7 30 23 BP I HE 2 Ja, U Il 1 — AR i
(900 1 1,10mmol) o FHEIZETEA 18 /N, AR5 1L JEIF A 10ml CH,CL, FikE . HIKIEGZA
B, T MgS0, -4, SR EmUE M2k . EFHZEMRIE (2X 10ml) YEEFITEEMRE ( LR
CHE) BEGELIEZ 5, AT R A, 7 0 55% .

[0408]
eO\(l? |
O’P

M
Me NH

OH
[0409] NMR *'P-{'H} (CDC1®) : 6 = 29,8(s)
[0410] NMR 'H(CDCl,) :6 = 2,99 (m,1H) ;3,20 (m, 1H) ;3,54(d,*J, = 10, 3Hz,3H) ;
3,74(d,*] = 10, 5Hz, 3H) ;4, 02(d,*J,, = 19, 8Hz, 1H) ;5, 09 (m, 2H) ;5, 79 (m, 1H) ;6, 74 (d,
*Juw = 7, 6Hz, 2H) ;7, 15(d, ] = 8, 3Hz, 2H).
[0411]  SZjifs) 17 . AL N- TR JE -N-(4- F23E ) — 53 —a - 3% - X - B G
[0412] ¥ K (37 % K 7K B ¥, 1. 06ml, 14. 3mmol) #A J5 4 V.5 IR — FF /iR
(490 1 1,5. 35mmo1) ANHNENSK B SLHfs] 16 i) N— A -N-(4- F2 28 ) — Rk —a -2 - Ik
i — FEE (970mg, 3. 58mmol) 7E THF (Tml) VAW T o {EFFEEIRAE T B ZUBi 255 48
NEF o BRI 25m] CH,CL, A 15m1 /K PEA%HEL SR 5 T MgS0, b T %A WA I/ R T
Wedi. FH 10ml ZEURMEVES: M OR AL 125k B ok, BeE e it ( LIRS Hs / FEE, 9/1)
AR, PR 55%.
[0413]
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Med\ﬁ N o
Meo’ \_P\IOMG

OMe

OH
[0414] NMR *P-{'H} (CDC1,) :8= 28,7 (s) ;31,5(s).
[0415] NMR 'H(CDCl,) :8 = 2,57 (m,1H) ;2,82 (m, 1H) ;3,46(d,’J, = 10, 5Hz, 3H) ;
3,47 (m, 1H) ;3,70(d,*J, = 10,6Hz,3H) ;3,79(d,’J, = 10, 7THz,3H) ;3,87 (d,*Jp =
10, 6Hz, 3H) ;3, 88 (m, 1H) ;4,47 (d,*J, = 25, 8Hz, IH) ;5, 19 (m, 2H) ;5, 83 (m, 1H) ;6, 82(d,
T = 8, 4Hz, 2H) ;7,25(d,”J = 8, 3Hz, 2H) ;9, 02 (s1, 1H).
[o416]  SLjtifsl] 18 ATA IR A IEI 28 —ARE AR - X - BRI B 59
[0417]  Reok B SEHAE] 17 FIZRM 2% — A - BEER NS (400mg, 1. 02mmol) FIBKPRHE (348mg,
1. 07mmol) ¥s AN % Ge, (143mg, 78. 2umol) 7E THF (5ml) KIS o (EMETIRFE T Hit: %
A TEIR A8 /IR, ARJE I BE IR o AEIRIR T 28R BV, Bz RV T 5 /D 81 THE (R4
Im1) o, BRI b, IF 70 Bzl k. BB AR, 2RJ5 10 H bml ZE1R8E ) 4Pk
PRI AR TR RAT A A BL B o R I ECIRE S 772 80% 6
[0418]

0. OMe

§ “F-OMe
N—N N
\ ( x—:
o=P-OMe

oM
e XA

[0419] NMR *'P-{'H} (CDCl,) : 8 = 11, 3(s) ;28,9(s) ;31,3(s) ;65,4(s).

[0420]  SEJAA) 19 AHTAE BRI IEI S5 —ARESR - X - BRI AR A1)

[0421] 4ok H L) 18 BIATAE B A P IR B B2 — X - IR s R v (MBI R &
) (200mg, 32 umol) ¥ T 5ml &M LN, ARG E 0°C B IS IR AL = P 5 aEhE (2701 1,
2. 04mmo1) o PR JETEIRBERL AL T IR ZIS M 18 /NN o 7RI T 28 R B 7, 7 H K2 10ml
PREEAEPRAZTR R o AE P EE PR ZUBEFE | /NN 2 J5 , 2E0E Tzl k. A 2X 15ml 2%
TABAVE LR IR . bR 25197, F 0. 1955M [ SE AL BRI (4. Oml) 2218 AL FH % B A 4
BRI v A8 IR BCIR R G o IR T IZISIVH 9 B A N- (I T ) B — AR IR R g
(HREAEE ) IMBCIREE AW, IR19 € B 1 B Bk K TE W74 .

[0422]
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0, PNa

8 "P—OH
NaP3 O_Q_\\ ,P O

N-N_ | NN =

\ (

=R—ONa
o=\

OH

2'g
[0423] NMR *'P-{'H} (CD,CN/D,0) : 6 = 8.7(s) ;10,9(sl) ;65, 1 (sl).
[0424]  SZjfs] 20 N- 3 -N-(4- Fo 2 ) - FFE —a — &5E - B - J — 1S
[0425] ¥4 FH% (4. 4ml, 40mmol) Fll MgSO, (10g) M INFE 4- F2E - KR (4. 4g, 36mmol) 7
THF (30m1) (I o 76 1 /NN BIBEHEZ S5 U I8 — TP S (4. 4g, 36mmol) Ff HAEF
SRR T B 4 Ko WL UEZETE I, H CH,CL, (100m1) ks, S8 5 Al 25ml ZKpEdk. T
MgSO, b T MUK EIE B 2 & 3% . ] 3 X 30m1 ZE TR mEVEAc 20k B 8 14, SR
PR T 7738 83%, A (LlE 4

[0426]
~ CeHs

MeO\(lFl), NH

MeO~

OH
[0427]  NMR *P-{'H} (CDCl,) : 6 = 29,8(s).
[0428] NMR 'H(CDCl,) : 8 = 3,48(m, 1H) ;3,54(d,’J, = 10, 4Hz,3H) ;3,75 (m, 1H) ;
3,76(d, ] = 10, 5Hz, 3H) ;3,98 (d,*J = 19, 9Hz, 1H) ;6,81 (d,*Jy = 7, 8Hz, 2H) ;7, 25 (m,
TH).
[0420]  SEjiiAs) 21 « — FRJE N- %3k -N-(4- 858 ) - N3 —a — 25 - BRI
[0430] % PP 7K W5 R (37 % 19 7K %5 W, 570mg, 7. 0lmmol) F1 3V 7 B2 — 1 /g (565mg,
5. 20mmol) ¥ ANEIN-FIE N-(4-FRIL ) — NI — a - 20 - R — I JElE (1. 5g,4. 67mmol)
76 10m1 THF S« TENEEHL RS T BEFE A5 18 /N, 2R 5N 0 300 1 1 /K 5o
1E 12 /M2 J5, FH 50mlCHCL, AR s Wi IF ) 20ml K Peik . T MgS0, A NAHI
VR NG . FZETRIE (20m1) BEEZIR B MUEE 3 1, AR el s T /D 21 THE e s
IV KRR e, SR fa izl ( DA RS ) MZIRED T st /£ 10ml 2%
TRBEVER AL IR S TR 5, SR T IR A, 7724 80%
[0431]
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CeHs
o
Meo\g N 9
MeO” \-P\’OMe
OMe

OH
[0432] NMR *'P-{'H} (CDC1,) : § = 29, 1(s) ;31,5(s).
[0433] NMR 'H(CDCl,) :8 = 2,70(dd,’Jy = 15,6,°Jy = 3, 3Hz,1H) ;3,28(d,”J,, =
13, 4Hz, 1) ;3,44(d,,"J, = 10,5Hz,3H) ;3,54 (m, IH) ;3,65(d,’J, = 10, 7THz, 3H) ;
3,71 (m, 1H) ;3,72(d,*Jp = 10, 6Hz, 3H) ;3,85(d,*Jp = 10, THz, 3H) ;4, 41 (m, 1H) ;6, 86 (d,
*Juw = 8, 3Hz, 2H) ;7, 27 (m, 7H).
[0434]  SEjifA) 22 ATAE HORIZI SR —ARE D - X - BHREEM AR A9
[0435] ok F St 21 IOATAS B R IGI KBy 2 2% - W - R AR (500mg, 1. 13mmol) Flfk
R4 (382mg, 1. 17mmol) ¥ N3] Ge, (160mg,87. 5umol) £E 5ml THF H ISR . £E 72 /]
IR NINEEE 2ol SR U L/ oY s Rt a ol N S L 2o 1| IS L (2><10m1) PR R A ZTR R
SR VS T /D 816 THE A 38 i A 0 AR AR b R0 « 73 Bz TS I [E 44, 2R )5
TEAH FESATE FUTIE IR FEE T TE 2 5, 95453 B o RIE M ECRE G, %8
85% .
[0436]

(o} OMe
§ P'-OMe
‘ N—N N—Bn
' (

o0=P~OMe
O
Me 2 /g

[0437]  NMR *'P-{'H} (CDCl,) : 6 = 12,2(s) ;29, 2(s) :31, 3(s) 65, 3(s).

[0438]  SEjiifA] 23 ATAE HORIZISE —ARED - X - R ECIREE 59

[0430] 4ok H L) 22 BIATAE B R IR B HA B A — 0 — IR 6 A o (K BB R 5 )
(150mg, 22. 3umol) ¥ T 5ml Z&IR LG, RSG5 0°C AR Iy AX = P AL mt e (1851 1,
1. 39mmol) o #R S5 PEFREEIER BT B H I 24 /I o 7R T 28 R B2, 31 F K2y 10ml
FEEAL AR AR o AE PEE R ZUFE 1 /N2 J5, fE s T T8 B 4 FH 2 X 15ml 2574
BEVERIZIRIR « B 23550, H 0. 1955M A AL AN/K I (2. Tml) 22124k BH % A 4k
R A ISR S W o T2 S 3 Bz H A N-( W3 ) XU - FIRRER R om (.
W) MMEIRERGY, P15 & B B Ok REX Y.

[0440]
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0s.OH
8 P~ONa
NaPs O_Q—\\N F1 N—Bn
\ (
o-’-ﬁ’"ONa
OH

2%
[0441]  NMR *P-{'H} (CD,CN/D,0) : § = 8.9(s) ;10,5(sl) ;65, 1 (sl).
[0442]  SZjfd] 24 A% — X - BEIR R AR ER 1) A K
[0443]
(‘i N/-—Posmez
Ho” ™, \—posie,
[0444] n =183
[0445] (a)n=1
[0446]  H4 5g H2d PR (66. 6mmol) S| ABSE I 5 20ml THF —A 8+ s R EREA NI
200mmo 1 37 % ¥ F & K VAV, FEAHE 30 23 Bhe ARG N 266mmol VAR — G . 7EHMEEIR
FE R LLRE D3I -S4 12 /N, AR 54 40m] Z888K A8 N2z R VIR S, 7608 R R
231% THF, JEAE A 3 X 100ml RATAABGZ ). TR e: LTz A, R k. ARG
{8 FH CH,C1,/MeOH V&4 (95/5) AE A PEMivdAE A A b il (B aidb ™Y 3R1F1%™
W), 77 E 3T%
[0447]  Rf (CH,C1,/MeOH :95/5) = 0, 32
[0448]  NMR™P-{'H} (CDC1,) 6§ = 30, Oppm.
[0449]  NMR'H(CDC1,) 8= 3,22 (d,’J, = 10, 1Hz, 4H,CH,-P), 3, 61 (s, 2H, CH,~C0) , 3, 68 (d,
T = 10, 6Hz, 12H, 0-CH,) , 10, 8 (s, 1H, COOH) ppm.
[0450] (b)n =3
[0451]  #4 5g 4- 2 TR (48.5mmol) HIAKNHTIFS 20ml THF —HiH: s TR EEEE
NS0 145mmo ]l 37 % F A KR, JEHEFE 30 4B SRS VSN 194mmol VSRR — s, 1
INEGIRE T DA B 2054 12 /N, AR5 40m] Z8RK IS N B2 S N IR-S 0, 1508,
JE R B 251Z THF, FHE ] 3 X 100ml &G ABUZ ). TWRE: LTz AV, KRGk .
SR CH,CL,/MeOH VB4 (95/5) A APEMEBAE E AT I (i 4l i) 3R1T
), T EE N 53% .
[0452]  Rf (CH,C1,/MeOH :95/5) = 0, 35
[0453]  NMR *'P-{'H} (CDCl,) 6§ = 30, 7ppm.
[0454] NMR 'H(CDCl,) 6§ = 1,74(quint,’Jy = 7, 1Hz,2H, CO-CH,~CH,),2, 36 (t,’]; =
7, 1Hz, 2H, CO—CH,),2, 78 (t,°]y = 7, 1Hz, 2H, CH,~N), 3, 10(d,*],, = 8, 8Hz,4H, CH,~P),
3,74(d,*J, = 10, THz, 12H, 0—CH,) ppm.
[0455] &AM EEE% 5 COOH.,
[0456]  SEjifh) 25 Pz dt - BEILEIL — A - BERERAL S5
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[0457] n=158¢3
[0458]

P03M92
O Lk
N
A

PO;Me,

[0459] (a)n =1

[0460]  FEGL T, K 300mg FRER (0. 94mmol) 5 AL FFH T 5ml T8 DMF b K%

T2 0°C, SR G m E A s i 1.3 & 1- BRI = (HOBt) , 7E O CH4EFFHiH: 15 708,

SRIGUNIN 1.3 38 1, 3- IR —WiZ (DCC) o 71 0°C FHHEZIR G W 30 738, ARG 1E

BRI HHE 1 /Do MBI TIE « AFIRIRE R FI2] 0°C, ARG U InEs iz (1.1 %5

E)ﬁEOCTWﬁm)%¢%Fﬁﬂ%mﬁ¢ﬁm45¢ﬁ 7E 510 TSl eSS FR %
DUVEFF AT ZE I (R AERE b IE o ol a2 5% B SRk o BT ASE FH (R i A2 CHLC1,/

MeOH JE&4 (90/10) , Rf = 0. 47, FRIB% W, P72 K 42%

[0461]  NMR *'P-{'H} (CDCl,) 6§ = 30, 2ppm.

[0462] NMR 'H(CDCl,) 8 = 2,73(t,’Jy = 7, 4Hz, 21, CH.—CH,) , 3, 13(d,*J,p = 9, OHz, 4H,

CH,~P) , 3, 33-3, 52 (m, 4H, CH,~N, CH,-NH) , 3, 74 (d, *J,» = 10, THz, 12H, 0-CH,) , 6, 75 (d, ] =

8, 4Hz,2H, H,,) ,7,00(d, "] = 8, 4Hz, 2H, H,,) , 7, 46 (t,°J; = 5, 8Hz, 1H, NH) ppm.

[0463] (b)n =3

[0464]  FEGS T, FF 300mg % (0. 86mmol) 5| AFEHEH FF¥#E T dml T4 DMF o K iz

W E]0°C, ARG HL g i 1.3 2 1- BRI =M (HOBt) , 7E O CHERFfiH: 15 73 %8h,

SRIGUNIN 1.3 8 1, 3- IR —EHZ (DCC) o £F 0°C FHLFEZIR G 30 20 8h, R G 1E

WEERE IHLRE 1 /Do B BITE UTTE « AT IXIRE IR 0°C, ARG U s iL (1.1 4

&) JEAE OCRHiHE 30 408D, ARG AE MBI T HiRE 16 /o 76 5 P fLid ey EFR %X

DUE FF R TR AR Bl i (il 2l A i 5% B v Rk P A I B i 2 CHLCL,/

MeOH V244 (95/5), Rf = 0.52. I3 1%, F=%h 51% .

[0465]  *'P—{'H}NMR(CDCl,) : 6 = 30. 6ppm.

[o466]  SEJif 26 « HA R — X — Bl Naim 5 ¢ DAB R4 Al

[0467]

o) /—P03Me2
N \—-PO3Me2 s

[0468] n=18(3

[0469] %5 B AE HOBt A DCC [RIAFAE I 4 A% — R IR Ms AR I R AR B B M i b (1) ik

%%H$%ﬁmﬁ‘%ﬁﬁ P AW F 0. 4mmol = (2- & 435 ) % 1. 57mmol %
- R EE R R (Hihn = 18{3).2. 22mmol HOBt 11 2. 22mmol DCC. %/ =4id it ¥

%E /%ﬂ%G%b¢ﬁMﬁ%ﬁ%~Z%ﬂﬁ%%%oEﬁﬁﬂﬁ:ﬁuﬁiﬁ%%

HOBt
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[0470] (a)n =11

[0471] DL 55% (17~ R IR1FZ ) o

[0472]  *'P-{'H}NMR(CDCl,) : 8 = 30. 3ppm.

[0473] (b)n =3

[0474]  *'P—{'H}NMR(CDC1,) : 6 = 30. 5ppm.

[0475]  SEjids) 27 « BAT A A% - X - IR im0 1K) DAB B & Ak

[0476]
/“"P03H2

/k(VT \pog; |
[0477] n =183
[0478] ¥k H St 26 11 0. 25mmol DAB A% — X - BRERBEAL &% T 3ml ZJEH,
TR AR 0°C, ARG EME A F RN 3. 75mmo1BrTMS. 7F 0°C F ik 30 73%8h 2
Ja» B UK TR AE N B T RS it 15 /N ZERUER T R 2512387, 28 5% 3ml MeOH
NINERZ TR R . BiFE 30 4380, SR G 7E B P R 280 90 0 3ml &K, 7 1
INEF I RE R IR T IRE Y. F T BEESZ T IR R 3 IR LKER RIE A%
=W
[0479] (a)n=1
[0480]  *'P—{'H}NMR(D,0, THFd8) 8§ = 11. 2ppm.
[0481] (b)n = 3:

[0482]  °'P—{'H} NMR (D,0, THFd8) & = 11. Oppms,
[0483]  SIjitifhl] 28 AT A% — X — B o 15 1K) DAB A8 1) B A4 25 PR 45 e

[0484]

{/\ /l\(/r /——P03HNa

\-’P03HNa 3

[0485] n = 133
[0486] X HEA™ POLH, ZEHTR UL, [ml>k B SEHH] 27 MR E AR - X - RS Y) h BBis
1 43 NaOH (0. 1955N fE/KEH ) o« TEIRT 25, 8 IS W
[0487] (a)n=1
[0488]  °'P—{'H}NMR (D,0, THFd8) & = 17. 8ppms
[0489] (b)n =3
[0490]  *'P—{'H}NMR (D,0, THFd8) & = 17. 5ppms
[0491]  SEjfife) 29 AE R b o3 A KA 4 8 DNEIY - W - BRERERZE i 1 AF 2 481

DAB- U IR S ) £ R
[0492]
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H
H,C, N N /—POsMe,
N nN
(o) \—P03M92
2/2

[0493] n=158(3
[0494]

|

[ CH, /""‘ PO;Me,
2 | N W#A)\

“ P03M32

[0495] n = 153

[0496]  {EAEMESAUT, K 4ml T4 DMF 7 03 2mmo SR B St 28 KR AR — X - EmR Mg

BT . A IZEIER] 0°C, SRIGVMN 3mmol HOBt JH7F 0°C FHitHE 30 208 4R S5 ¥ 1 3mmo

DCCo 7E 0°CF 30 738z J5, AAVFZIRG W [ BIFAETIR T, JF A AR dE 1 /i s Mg 2|

B ITTIE o FHEIZEIFIRIE R 0°C, AR5 AE GL B HL R0 0. 33mmo 1 BECIREE G4

BUAE G2 B OL R AN 0. 17mmol DR G, E 0°C R 30 /382 Ja , fEFR IR AL T 4k 4

Tﬁ:ﬁ: 20 /Mo FE 5w AL UERS EER FAZUTNE, ARG R T1% DMF . 8 el 3 A e D AR RR I
SR BE R IR MR = SR SR AL % 7= ) — Ik LA 2% 1 5 19 s AR o

[0497]  7E 1 AX[#) DAB- BUW LRI SWIIE LT -

[0498] Hn =1 I} 75Kk 73%

[0499]  *'P-{'H}NMR(CDCl,) : 6 = 30. 2ppm.

[0500] X n =3B %K 69%

[0501]  *'P-{'H}NMR(CDCl,) : 6 = 30. 4ppm.

[0502]  7F 2 £X[#) DAB- BU AR SR OLT -

[0503] Hn =10 %Nk 64%

[0504]  *'P-{'H}NMR(CDCl,) : 6 = 30. 3ppm.

[0505] M n = 1K "%k 75%

[0506]  *'P-{'H}NMR(CDCl,) : 6 = 30. 5ppm.

[0507]  SEiiAA) 30 AR M I 737l B 4 A8 A5k — XU - IR AT (1) 1 AGHT 2 4K 1) DAB- 7Y

WECIRER B £ R
[0508]

2/2
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H ’
H,C N POsH

1 N T(Q“LN/_- 20
O “—POsH,

; 2/2

[0509] n=15k3

[0510]
"\
CHz\/ W\ P03H2 ‘1
G2 |
\—pO,H,
2

2/2
[0511] n= 183
[0512]  #f 4ml FriF 4R SIFHME] 0. 2mmol >R B I S 1 1 KA 2% — X - IR R
Ky 1 8% 2 XK DAB- BUMEDIREE GWh, R ZIRAG WA EN R 0°C. IRETE 1 AR AL
WREEEVRIEH T, BRH N 6. 4mmol ( BRI 32 5 ) BrT™MS s FIFE 2 AWM B R GV 1S
OLT S BN 12, 8mmol ( Bl 64 3 ) o £E 0°C F4EFHZIR-EGY) 30 7381, AR5 FHAEM S5
FERHHE 15 /Mo 7RIS TR 2L LG, 285 ML Bl A Ol — A, XHZIR S AT B
KSR ARG THE, Z OBRREY (1/9) Yz TR R MR RG22 115
M ARIAFAL )
[0513]  7E 1 A DAB- BRI BDIR B S WITE LT -
[0514] Hn =1/ 7%k 79%
[0515]  *'P—{'H}NMR (D,0, THFd8) & = 11. 5ppms,
[0516] 4 n =3B 7%k 68%
[0517]  *'P—{'H} NMR (D,0, CD,COCD,) § = 11. Oppm.
[0518]  7E 2 AX[#) DAB- BU BRI SR OLT -
[0519] Hn =10 %k 68%
[0520]  *'P—{'H} NMR (D,0, CD,COCD,) 8§ = 10. 6ppm.
[0521] Hn =3B} KN T4%
[0522]  *'P—{'H} NMR(D,0, CD,COCD,) 8§ = 10. 9ppm.
[0523]  SEJEfH] 31 AH R FLAN A Rk

[0524]
W /—POgHNa
\——P03HNa
2
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[0526]

PO HNa
CH 3
2\/ W\
G2 \——P03HNa
2/2/9
1

[0527] n =183

[0528]  i%FE)T 5 b IR S ) b R AR [F], BIXT BN RH POH, B REHETA N 1 Y&
NaOH (0. 1955N fEK¥EH S ) o« 75 L ARKIR RSP OLT, i 0 8 2458 NaOH ;7F 2 X
IR LIRS UL, 3500 16 248 NaOH. 7EIRT 2 )5, B Bk % Y.

[0520] 7 1 AX[#) DAB- BRI ELREESWIITE LT -

[0530] X n=1H:

[0531]  *'P- {"H}NMR (D,0, THFd8) 8 = 20. Oppm.

[0532] 4 n =3 H:

[0533] 31P—{lH} NMR (D,0, CD,COCD,) 8 = 10. 2ppm,

[0534] {2 AXf#) DAB- B ELREBESWHITE LT -

[0535] Hn=1H:

[0536]  *'P-{'H} NMR (D,0, CD,COCD,) § = 10. 3ppm.

[0537] i n=3H:

[0538]  *'P-{'H}NMR (D,0, CD,COCD,) 8 = 10. 2ppm.

[0530]  SEJii {9 32 : fER T b 3l H AT 4 A1 8 AN — WL — BRI e 2L i 0 AR AT 1 AKX
PAMAM- AR BCIRZE S & 1)

[0540]
éch(\)k.«\/” (Fo
P 03M92

[0541] n=12k3
[0542]

[0543] n=18(3

[0544]  FEMEMESUGA T, B 4ml T DMF i3 I3 2mmo SR B SEHEH] 28 IR — R - BRI
BIR . AFIZEBGIAE] 0°C, ARFR M 3mmol HOBt J4E 0°C R HEHE 30 234h (4R 5% i 3mmo
DCCo £ 0°CF 30 ¥ Ja, AVILIR GV M BIIAEEELAL, JE PR QR &b 1 /NN 5 W8 3]
BTG IUTIE o FHATIRRTEIIA R 0°C, A5 1E GO BT &t T, 0 0. 33mmol BEDIREE &

Yy s BAE GL IR OL T 3500 0. 17mmol BECIREE 4. £ 0°C R 30 73 BhZ )5, SkEEAE A S
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FE R HE 20 /o 7 5w AL uERS EER 2 ZDUE, ARG T1% DMF . 38 1 s Ad A S /D 1k
FRE ST BE A 3 A RARFR ) — BRI AL BRAZ ™ ) = Ik AR 2 i 2 1) e B AR o
[0545]  7E 0 AX[#) PAMAM- BB BOIREE SIS &0 T

[0546] 4n = 1M 7KK 67%

[0547]  *'P—{'H}NMR(CDC1,) : 6 = 30. lppm.

[0548] Hn =3} 5 HKK 5%

[0549]  *'P-{'H}NMR(CDCl,) : 6 = 30. 4ppm.

[0550]  7F 1 AX[#) PAMAM- B BRSSO T -

[0551] Hn =10 7%k 63%

[0552]  *'P—{'H}NMR(CDC1,) : § = 30. 2ppm.

[0553] M n =3 K| =%k 78%

[0554]  *'P—{'H}NMR(CDC1,) : § = 30. 4ppm.

[0555]  SEiifd) 33 AR I 737l B 4 A8 AN — XU - IR LK 0 AR L 4T PAMAM- 7Y
PR ZE S5 i

[0556]
N OzH
,C—N N/\/ / PO3H,
\'—P03H2
[0557] n =183
[0558]
\ N /——P03H2
H,C—N N/\/ \/\ / M \—P03H2

[0559] n =183

[0560] Kt 4ml HriF 281 H) L HEES NN 0. 2mmol SR B Fk S5 i) B 2 2% — XU - IR e
K 0 B¢ 1 ACHT PAMAM- SR BDIREE G, FRRZIRE VIR HIZ) 0°C . SRJG, 75 0 AR
BORZEZE S I OLT , BRI N 6. 4mmol ( B 32 24 ) BrIMS s FI7E 1 AR HIRZE SV
TEOLT , BN 12, 8mmol (B 64 4 & ) o 7E 0°C N 4ERFIZIR A 30 438D, SR )5 AR 58
BT 15 /DI o R T BRZ% LG, SR a1 IR 30— AEXT R IR S AT F R A
K. SRIGH THE/ ZLBEREEY) (1/9) P ET BRI IR RIGERL T P T Em
KIFAFLL W) o

[0561] 7 0 AXfY PAMAM- IR EOIREB SIS HL T

[0562] M n = 1K} "%}k 656%

[0563]  °'P—{'H} NMR(D,0, THFd8) & = 10. 9ppm.

[0564] M n=3H 7KK T1%

[0565]  °'P—{'H} NMR (D,0, CD,COCD,) 6§ = 11. 1ppm.

2/y
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[0566]
[0567]
[0568]
[0569]
[0570]
[0571]
[0572]

[0573]
[0574]

[0575]
[0576]

71 0 AR PAMAM- BUB BLIR R S HITE DL T
Mn=1K=FKN73%

*'P—{"H} N\MR (D,0, CD,COCD,) & = 11. Oppm.

Mn =30 FFE R 67%

*'P—{*H} NMR (D,0, CD,COCD,) & = 11. 3ppm.

S 34 TR SE ] 35 B4 A AN R I A K

H
AN —POHNa
N

GO0 HC— n'N
H 0  \—POzHNa
2°2
n= 1583
“ /—P03HN3
N N
H,C—N N/\/ \/\ /CMN\_
POsHNa
2
n=15a3

GRS B REAR AR R, B TR 3R 10 POH, B RE A 0 1 2435 NaOH (0. 1955N

KM ) o B = 1 83 19 0 (REORHERIREE &40 25, Y 8 245 NaOH 5 3L n
= 1503 10 1 RIIB AR S AT, VeI 16 2408 NaOH, ZEVRT 25 st BEBBREHA=4.

[0577]  7E 0 A1) PAMAM- U KRB S 0
[0578] Hn = 1H:

[0579]  °'P—{'H}NMR (D,0, THFd8) & = 19. 7ppm.
[0580] {4 n = 3H]:

[0581]  *'P—{'H}NMR (D,0, CD,COCD,) 8§ = 10. 2ppm.
[0582] 7 1 AX[#) PAMAM- U BOIREBE- SIS HL T
[0583] Hn =1H:

[0584]  °'P—{'H}NMR (D,0, CD,COCD,) 6§ = 10. 5ppm.
[0585] 4 n = 3 H}:

[0586]  °'P—{'H}NMR (D,0, CD,COCD,) 6§ = 10. 4ppm.
[0587]  SEjfifh] 35 AR HAA 12 DWE2E - Bk — X — BRI s v & 10 2 % Ge— B R
BORE S WIRIE L

[0588]
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PgN; o-@—cH=N—r‘\l—¥ —@—\/ jép)\ /—POsMe,
Ve

P 03M92

[0589] n =183

[0590] K 0.017mmol 7RI HA 12 4~ P (S)-C1 B 1 AR Ge, MACIRZE G 4% T 3ml
T THE Ao [z s i R A ZES N 5. 04mmo | ik B AR J5 4% i1 0. 23mmo 1 7E 3ml 4§ THF %
W SR B SE ] 25 IES ke - Ak - W - R A (B n = 1803) . 73
R N R AW 0 ARG T Celite Liduk. EWUE FEKRIZIMIREY, KRG
KL TR RS T B DR & T hE o« RE KRR KBTS %) . B ZERAE
=R CABR 2 FEMOE B AR A Ay . O RTE A AF 2, 2an = LI, 7734 88%, X n
= 3, 7N 85% .

[0591] Y n=1HK:

[0592]  *'P—{'H}NMR(CDCl,) : 8 = 11.7(s, N,P,),30. 1 (s, POMe,),66.6(s, P = S)ppm.
[0593] 4 n = 3K

[0594]  *'P—{'H}NMR(CDCl,) : 8 = 11.7(s, N,P,),30. 3 (s, POMe,) ,66.6 (s, P =S)ppm.
[0595]  SEJfifhl] 36 AR HA 12 MWz - Bk — R - BERR A w1 & 8% Ge— 24
WREEWHIE L

[0596]

i H
P3N3 o\—@—cuuan—-P o—@——\/Nw\ —PO3H,
n

[0597] n=18(3

[0598]  {EME AT, ¥ 0. 015mmol bk HA ME2d Ak — e — W - R lE K im (Hrdn
= 1 80 3) KIMECRESWE T 3ml BT ZEHIER] 0°C, ARG S TN BN
T 48 24 BriMS (0. 73mmol) o E 0°C N HLFHIZIR A 30 2B, SR G AE PR BE S T HidE— %
W LEANEFLTT 2 (EI DAB 1 PAMAM) JITidk i) B MUK A2 I, T BEBERZ TR R )
PAFEEF=, Hn = LI, =%k 63%, 4 n = 30, =% N 58%.

[0599] Y n=1HK:

[0600]  *'P—{'H}NMR (D,0, THFd8) § = 11.9¢g(s, PO,H,), 12. 8(s, N;P,) ,66.5(s, P = S) ppm.
[0601] 4 n =3

[0602]  *'P—{'H}NMR (D,0, THFd8) § = 12. 1g(s, PO,H,), 12. 8 (s, N;P,) ,66.5(s, P = S) ppm.
[0603]  SEjitifs] 37 «AHN HLAH Eh HG A

[0604]
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Me

. .
I H
P3N; 0—@—0H=N—t|\l—P o—@—\/nw ~—PO,HNa
n
o

N
\—po,HNa
2/

[0605] n = 18k3

[0606] £ 0.010mmol >k H ik SEjiti ] iy HA B2 — X — WielR v 3 W B R SR S0 T
0. 24mmol 0. 1955N [¥] NaOH /K o {EMESRLAE N IHZIR &9 30 7380, R G 1HT. &
EIREZT )

[0607] {4 n = 1H":

[0608]  *'P-{'H} NMR (D,0, THFd8) & = 12.8(s,N;P,), 16. 5 (s, PO,HNa) ,66. 8 (s, P = S) ppm.
[0609] 4 n = 3H}

[0610]  *'P-{'H} NMR (D,0, THFd8) 8 = 12.8(s,N;P,), 16. 2 (s, PO,HNa) , 66. 8 (s, P = S) ppm.
[o611]  SEjifsl 38 yEIE R

[o612] RN / AN4ZA ) Falex JEVEIIGR (M0 ) Aonr seit el 12 (4 &9 di AT

o X INRR PR I BEAL — BB BOIR IR S Y RE IR B as Nl o BE2RHs
IngRl (RREAE 196 1) Rl LAERAG 2%+ BP0 T MR Be 2 B AR /K1, Ja 2 20 8 P AR v s

o
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