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FefF £ T P A St h) , DA R H A Sk 380 1 77 AR Lo R (YD) , 1A% &
IR

[0061]  FEASAIER J7 X rp , 78 iR Bkl (T-a) A, FEARHE 28 — B AR it 77 20, Ri IR R
(1122 /D—ANRC1ZE Cro A A C1 22 Co ) BB B S HE IR e 5

[0062] Al , AR 1% 50 — B AR St 77 AU 23— J7 i, 78 Bk Bk (T-a) 1, RiAIR2 & H
HNC1ZE Cro- A FIHb ~NC1 2 Csl) B A S BER Ji Kt o

[0063] Rl , AR 12 50 — B AR it 77 U 28 — 07 i, 78 ok Bk (T-a) A, RiAIR2H (1)
— N NEJE T HRIFR A H—A NC1 R Cros A FHh N C1 2 Ce ) B 8% B S 8 R S 3 o

[0064]  7£ 28 — F HARE RIE) 77 N, A ¥ L BAR S (T-b) A& Y0 & -

q 2
[0065] R5",P 0\|/C'~N'R7 (1-b)
Re Ry R, F'QS

[0066]  H:HH,RiRoRsReReFIRs U Fr i€ X, FLARME, Rs /B Re N F2HE-OH

[oo67]  FEPRiER) 77 =, AERL B RAR K (T-b)

[0068]  RsFHReZ — N2 HE—O0H, Rs FIReH 1 73— N Ca—Cro~ A FH0 A Cafft) B HE B S HE 1) ot
5, BE S FE-OR, H RN Co-Ca s A F A Calt) B FE B S BE 1 e 2 , A

[0069]  ReAIRsH1% & [ A7 1 A Ca—Cro A5 FIHh JgCa ) BB B ST B I e

[0070]  [RIth, ZERs FIRe Hi b 2 — Jy$2 HE—OH Rs MIRe 1) 5 — AN 9 BA b HAA PR & 1 B B Bk
SCEE B RE , H R ARs b BB & BN , BAR S (T-b) BIALAY, X5 BT 60,456 I [ I 1
[P0 (OH) ReE~PO (OH) Rs RN iz 3 [ ~CORRs I X B BEAL B4

[0071]  EH AR5 FIRe 2 — A FEIE-OH Rs FRe /1 ) 55— AN N LA b BAR R 5 i b S8 5 -0R , H.
R AIRs 21 _1 TR S FE DL T FAR R (T-b) (AL A4, X6 BT B 358 B R Fi 525 (4] -PO (OH) (OR) F1

10
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P iz 2 (4] -COR7Rs Y XU B REAL &0

[0072]  {ysRAEAL I 7 2, 78 IR HAREC (T-b) o, FFAR 55 — B AHY St 77 20, RiUAIR:
FHRNEE T

[0073] 4™~ SCAE SR it 45 1 1 AN 12 B SIEFRY , A5 T M6, 465 [ 8 s 2 [ FH B i 2 (4] LRy =
Re=H) XUE ReAb- &Y, Be % LA e 2H 1) 77 20 A B 2 g il i) FE A% 76 2% (Gd Dy AIYb) L K&
R € 2 ooz (Nd, (HA 2 La) | 11 0 18 7K AR R R IR 94 B2 An i) , 1 — 25 1, XY b AC L
FEXT TR it (Fe) A FEE i FEME

[0074]  {SRAEAL LI 7 2, 78 IR HAREC (T-b) o, HARE 58 — B AR 92t 77 20, RUAIR:
H 22 /b — AN C1 2 Cro A A Cr 22 Co ) B AE B BE I e 5

[0075] PRIk, #4125 — B AR St 7 U 25 — 7 T, £E Eok AAA S (T-b) A, Re AR & H
C1ZCio~ A M N C1 2 Csl) L FE B S BER i 2t

[0076] AR 1% 28 — B AR 7 AU B = U7 1, 72 Bk AR S (T-b) A, RuFIR2FF Y — ANy
SR T HRiAR 1) 75— A N C1Z Cro A I C1 22 Calf) BB B S HE 1 It 2

[0077] ARk 50 — B AR S it 77 2N 28 = J7 11, AR & B I 32 R FL A i 2 A& =X (T-b) 1Y
Al S LE BT IR BER 6 2L ] GZAE L R Re=H) — M8l & 7E BE %L ] — M) GZ I FRi=
H) AT WK R afor R R S

[0078]  AR¥EZE —J7 1, B AR (I-b) K4 S aT A Ry H b RN E R T E YD
[0079]  $iidith, HXFT RN %, BA@E (D 86E&Y, Fenl & B E B Aa (T-a) M
(I-b) KIS, AR Y5 AR W VE N ASHGH T MoK AR 2B & D —Fhd oo &R, b prik 2
b — ke L TR ARAE T BB KA, B /K AHIE R FE IR o

[0080]  HR4f A< & WA HII B A S it 77 =X, ik K R A 3 — Fh el 22 Fh e ATLER 45 381 i) f
E0HE TR 2 /D — Fh b 0 R I R SR B T R PR A A D B A AV TR o AE I BRI
O BRI A7 AE 2 1 T BRI AR Dy F IR oML R ) 45 AN/ B2 X R 1) R 1 i 44 (4
RARTHEIR L) W A7 1 SR A TR B 46 2R

[0081]  NiZACAF, T PR AA 32 SRS T3 an o SOMTER T & TR A (BEW) 1) AV IR P
EILE

[0082] AR A WA T3 — N F ) B AR S Bt 77 =X, Pk ZK AR AL HE 2270 . Imo 1 /LA 1 3l
0.2mol/LZ8mol /L, M0 . 5mol /L2 5mol /LIF R .

[0083]  HRHEA K W 1 —A PR B ARSE i 77 20, B il 26 B I Y- A RO HEAT , IX /2
ZAFER Lot (A R 5ot ER) MEERR I KA 55— Mk 2 Marid b &4 (Plikix
& ) 5 — G ) A HUAH AR AR R

[0084] AR & A BH I3 — A I B AR St 77 20, 12 - VR A BGE A3 Frid AL & WA L
i BT P VR B 22 /010 mo 1 /LA R M5 X 10 mol /L& Imol /L AR iEHL 10 *mol /L
10 'mol /LI HLA 77 kAT

[0085]  Jr ik A ML A% B 55 A A v R e 2R, WT R H v R+ =k A A T I I
(hydrogenated tetrapropylene,HTP) EEyhak 5 A 82 (W Total A &) K] [sane® 1P
185) .

[0086] AUk BRI K MWK A AEAE () 28 /b — M e 2 A R 2 /b — P &0t
R IITVE, TR K AR — 2 B G IR -

11
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[0087]  ARFEA K BH  iZ BTG LR IR

[0088] &) JE A AT IR K AR HELHE LA b5 LR B D — b S0 A WL, 28 J5 18 Frid

IKAR BT A AT LAH 3 B8 5K MR 7K A FR R 22 /D —Fhb Lo R, A Rl 2 D —Fh il &

JUE s

[0089] D) i@.‘mﬁﬁﬂ?@ Sh R IRTS I A MR S /K AR A, SR J5 14 Firik A A LAE 5 Bk /K A
I3 B R R AL BRa) 25 RN SRS A HLAH AR AE I R 2 /0 — R Lo R, A I HAEAE Y
/'\—ﬁﬂ’ﬂsél?m%?

[0090]  FEARHE A K B 1) 1% 7 5020 Ba) H , AR T BT i A WA (W BT iRtk &9 2 i b e

XA B B Ak S P A FIRRAE 2 o] DL sl 2 A8 H

(00911 DAAHIE 77 20, FEAR HE AR & BH (1) 75 1) 25 BRa) 18] Bt F IR K A AT ATLAF AT a0 _Eid

KT BT B4 E 00 I TR 6 5E S, FE AT BAA DL E S0 I S8 /KR A ATUAH il (1) S sk Bl 4H &

[ FIHFE .

[0092]  FEARH AR & B I 5 v 1A R AR S it 7 =0 A, 20 BRa) 1], Ml K AR DN &2 /b —

ik, T A R I R 1 B 4 Je8 ik - 4 1 3 L IR B I TR K TR VR S T

[0093]  IX ik 5 N B A 8 0 4 5 A 0 22 1 B EUE RE IR (LT ST S5 1 10

12) .

[0094] X AF(P)ER AT JCILIE B B AN i ERAR SRS R B o BT R R M A i R -

[00951  ZK AH £ ) BE SR UK FE 0. 01mol /L& 4mol /L, 5 FJ#10. 05mol /L& 3mol /L, ik

0.1mol/L&E2mol/L,

[0096]  FEARE A BH I 7 V2 1 B AR A R s it 77 =0, 7820 BRa) BATE] BT 0% 7K AH 2 FH 8

i 73 21 H R BLHE BT 2/ — s T n R I R AR B T R 0 IR 4 0 ) B r@ﬁmmm

[0097] AR BHEE =3 K B EY), P AR R NFT R, EATIE Sk AR A

[0098]  7EZE— 5 ARIEA LB &G EA LT AR (T-a) -

O O
Il

P P-- . |-a

[0099] 5 I\l/ |II{ ( )
1 Rz R

[0100] H+
[0101]  RyFAR2 F A7 M NS5 T, Cr—Cro M AE AN R0 B o S B A I e s 2, 18 Ca
ColfL RN B AL AN AT 3% S BE I R R G 2
[0102]  RsHlIReZ — AFEHE—-OH; Rs MIReH (] 75— AN N Ci—Cro MO AN EAN T AN | BB B S HERY T
W I , BRCa—CalANE AN LN | ] 3 SCBE ) IR IR 2 , 2 B -OHE e 4 24 -0R , H R A Ci—Croil
B AN | B A S A A g e 0 35 B A Ca—C M AT B ANV T L A 3 S0 B ) R FR R 8, AT
[0103]  Rs’ FlIRe’ % FH M7t A Co—C ot RN ANV AN | B4 B S8 1) AR i s 22 , Bl Ca—Ce il A
BUANELRL AT SCRE I P R 2, e B -OH, b A -0R” , HoH R J9Ci—Cro M B AR | B 4
B S A ) T i 0 i B R Ca—C ML R BR AN VL AT L 1 06 S 4 ) flg BRI 35k
[0104]  FEPRiEr) 7720, A B BARSL (T-a) s
[0105]  RsFHReH [ — AN A2 3 -0H, Rs FIRe H [ 13— A bt S HE-OR , He RN Co—Cs A FIJ

12
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NCa ) BB B SCRE R e i, F1

[0106]  Rs’ FlRe’ £ H ML H0 N Ca—Cro A FHE A Calt) B4 B S HE 1) Je e

[0107]  tnz B 48, Bk (T-a) K46 &4, FoRs ReRs” FRe” 41 E T i€ S, % BT
A5 B2 6 £ 1 -PO (OH) (OR) A48 AL B £ F1-PORs " Re” I XUH REAL &4

[0108]  FEANARIER 7, #E BIR BARR (T-a) o, AR 28— B AR 22t 77 20, R FIR2 %
EPSER

[0109]  FEAARIER 7 0, 72 FIR BARS (T-a) #, HARH 28 — B AR 5t 77 20, RiFIR A
(1) 22 /D —AN R C1 2 Cro A N Cr 22 Co ) LA B S HE R e 5

[0110] PRIt , AR 2 50 — B A St 7 = 55— J7 1, £ Bk B EC (T-a) o, RiAIR2 A% H
NCLZ Cro~ A FIHLC 2 Calf) BLAE B S 8E A b 2k .

[0111] MR %28 — B AR St 77 2N 28 — 07 1, 7 BIR HAKRS (T-a) o, Re AR H (1) — A
FNEAJR T HRFRH 57— AN RC1 2 Cro A N C1 22 Cal) BB BN S HE 1 It 22

01121 7E25 =07 A IR IEA KA ALE Y R A LT Ak (T-b) -

o Q
[0113] R5"f OYC"N’R7 (I-b)
Re R; R, Iis

[0114] Hrp

[0115]  RyAIRo M7 oA SR T, Co—Coo M AN B AN 7 A L B4 Bl S0 BE 1 g e e 4L, 1l Cs—
Co FNBR AN AN L AT 3k SCBE I R PR R 2

[0116]  RsHlIRez — AFEHE-OH; Rs MIReH (1] 75— AN N Ci—Cro M AN ECAN T AN | BB B S HERY i
JRIE 5L, B Ca—Calf ANBL ANV AN | ] e S BEM IR R 2 , 2 B -OHB bt 8 25 -OR , He R A Ci—Cr2ffl
B AN | B A S P g e 0 35 B A Ca—C P AT B ANV T L A 3 S B ) R PR R 8, AT
[0117]  ReAIRs S A M7 oA SR T, Co—Coo M AN B AN 7 A L B4 B S0 BE 1 g e e 5, 1 Cs—
CoL FNBANVE AN L A 3 SCHER IR IR I 3

[0118]  FEfRiERy 7=, 7E LA B Bk (T-b) 1, Rs FiiRe A :

[0119]  RsFReZ — N2 HE—OH; Rs FReH 1Y 73— N Ca—Cro~ A FHE 9 Caff) B B S HE (1) ot
5, BGE SR FE-OR, RN CoCa A FH A Calt) B FE B S BE I S 2 , Al

[0120]  RyANRsOLIE & [ I ST H A Ca—Cro A5 FIHh Y Caft B 4% S0 B ) e 3k

[0121] PRk, IRk & 48 Ui, Bk (T-b) B & W a) 5 T XU E BeAb &4, BT ik S
et &9

[0122]  7EH HRsFIReZ — A2 I -OH Rs FIRe H 11 55— A 9 L b ELARBE 2 1 4 3 11 1%
B I B ER I 2 1 -PO (OH) ReEX—PO (OH) Rs , ANk % 2 -CORRs ,

[0123] 8k, 7E H A Rs FIRe.2 — N FEIE-OH R FIRe 1 1) 55— AN A LA - EAARPR 52 1) J5¢ S8 L -OR
(A5 LT, A0 s 1% i 5 [41-PO (OH) (OR) FHP i —COR7Rs .

[0124] 3SR fEARIE R 7 0, 76 Bk BAR X (T-b) o, iR 28— B AR SE it 77 20, RuFIR2 2%
H SR T

[0125]  psRAEARiE R 7 =0, 76 Bk BAR X (T-b) Hh, R4 28 — B AR St 77 20, Ri AR
2 /b—ANHCIZE Cro A I C1 2 Co ) B8 B HEI e 5

13
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[0126] PRI IF AR 4l 22 56 — B ARt 77 sUR 28 — D5 i, 76 B3R BAR S (T-b) o, RiMIR & H
NCIZCro A FHLACL 2 Calf) BLAE BY S HE 1 be 2k .

[0127] R4 %28 — B ARt 77 U 58 — 07 1, 72 bk ARG (T-b) A, RuFIR2FF T — ANy
SR T HRIAIRH 1) 75— A N C1ZE Cro A I C1 22 Calf) BB B S HE 1 e 22

[0128] AR 1% 58 — B At U7 2UH 268 05 10, AR WA 32 D FL @ g B AR K (T-b) 1Y
&Pyl BFETE AT IR B ER R 3L ] GZ 50 FRe=H) — sk 3 7EMEAZIE ] — M GZHE 0L FRi=
H) AEXT T WK g afor R R S

[0129] R4 —J7 i, HARC (I-b) A& mT A My K rh RO SR TSV .
[0130] A WY F) L Athu il s AN s i o B 352 DA St 491 22 45 BE IR 4, T Ik S5 it 9 92 S A
AR AL S P & BB SR 5 3% 2e 4k & W) I BLFE T R HLAFAE A% 0 3R I /K I VR 2
B4 8 Bl 73 e L e R BE T

[0131] 75 150 I FX) A X 6 ST Tt A5 FH T 15 W AR 8 W )6 R ) HERY T AN A BSEORE I S e G 1)
AEATAE T IR ] o

BN

[0132] sl

[0133]  HR#EAK WA VI & Bk

[0134] St fs1 : XAE AL & K

[0135]  FEPUSEMKEG (THF) A, fE AL AN (Nal) /77 R, AR FEWilliamson W , FBE 440 1B
(alcohol-phosphine oxide) -5 LBk (chloride-phosphine oxide) #4T % &

[0136]  AHRIfR BN ,id A4 (1)

[0137]

1] 0

OH P Cl NaH/THF ~P_0 P-- (1)
Rs”\r + Rg'” i R \r T '
Re 3 R Rg
Ry °R,
B - SUIL A -FA - iiﬂﬂ!#

Ry Re= st k) R Ry = LA AR feb4(1-a)

[0138] B HAKML, 75 1% & A AT H br X T30 (T-a) B &%) H R =R =HHIRs=Rs=
Rs” =Re’ =n-CsHir= L4 (LL N5 8 “Oct”) X3 HL 8 A0 Bk .
(01391  JEIE LA N N (2) Fr) St 3R A5 XN -~ FE A AL Ik -

[0140]
o 0 0
] 1] g 0 g
Oct’EE/OH + oa’g';/c' ——TE 0ct” | ~Un ~oct (2)
1-(# F &) 1-(AF K)- M- R BACBE
ZFRRACHE = F AR
[0141] 1.1 1- GEHAE) - BB & Rl
[0142] Wy B R AT 1 - BRI ) — — 3 LS AR B B 1, 1 AL IEAS S )

H IR I 15 ko

14
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[0143]  1.1.1 XA 45k
[0144] LA AL D IEIR — 2 HEAR B DL N N (3) Bk :

[0145]
|
EtO.! IJ +  Oct-MgBr Et,0 oct\FL (3)
EtO” oct” H
45°C, 4h
T &R — LB A = 95% —F R RACHE

[0146]  FHT-sLjti S M (3) FUHRAE VAN T < /E0°C VB FE T [7) 2mo 1 /LI IR HRALEE G A
Oct-MgBr) [ £l 27 (100mL , BP 29324 5) HIZ T N LBEER — 45 (1245, B, 13. 5g8%
70mmol) o EFIMANJG , ZIE KR EMF 2 Z IR, M J5 245°C N4/ B4, 7E0°CIZ g A
25 % [P B Ha SO 7K VA TR LA BRAL T IR TR B — BLAZ IR B, VR & Wb N &5 & 1) K A 2%
B LW 325, 4 B A HLAR, AR IR 10 % iR BR BFK2CO3¥A R (24%) 7K (21K) FIBE J5 H 2h
K (2IR) Wi Frid A HLAH . B 5 PR R N aeSO4 T8 HILAR i B8 I3 4 LA SR AS 13 €0 0 AR
TR R (95% 77 %) .

[0147] % = BRSO Rr AR B R T

[0148]  'H NMR (400MHz,CDC13) & (ppm) :7.38 (d,1H,P-H) ;1.82-1.53 (m,8H, CHo—CH2-P) ;
[0149]  1.41-1.22 (m,20H,CHs) ;0.85 (m,6H,CHs) ;

[0150]  3'P NMR (160MHz,CDC13) & (ppm) :35.3.

[0151]  1.1.2 1- GBH L) - A MBI A K

[0152]  #R#E LR [ B (4) , 1- G2 %) — — S FL AU A0 B el 2 /i 3R A
1.1.1B) &Rk

m

F 1 o R A BE (I

41

Oct\lJ CH,{OH), H
- OH 4
[0153] Oct” Na.EOH Oct” @
90°C, 2h ’
—F KA P& =80% 1-(Z FL)-—F L 8L

[0154]  FH St [ B (4) BIERAE TR0 T « A FE T, 1) 3R R B (124 &) 19 S BEis
7 (0.5mol/L) AN EINa (e fE B iELL) M eI Z R (125 5) 85, fHl
EWE (80°C) 2/ o B J5 25 T8 S8 5 FR A Wi T = & e (DCM) H, 28 5 FOK (2
) FER K (2K) Peik - B WA NS0T 15 I BE I 47 , 159 B BB R B B ieiR 1 1- G2
1) - R R AR (80% ) .

[0155]  1- (FRJH 3) —— S S AL I RR AR B A -

[0156]  'H NMR (400MHz,CDC13) 8 (ppm) :3.89 (s, 2H, CH2—0H) ;1.80-1.72 (m,4H, CHa—P) ;
1.64-1.55 (m,4H,CHa—CH2—P) ;1.42-1.27 (m, 20H,CHz) ;0.90 (u, 6H, CHs) ;

[0157]  3'P NMR (160MHz,CDC13) & (ppm) :49.1.

[0158]  1.21- (A &) A MBEM A Ak

[0159]  AR#HH LA T B (5) , 1- (U ) —-p BRI e AT SRAF 1 1- G 2E) - — 3 A
Tl (1.1, 28%) &k

15
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(0] 0
Oct~! PCk Oct~) (5)
[0160] Oct” s toluene Oct” ~-¢l
90°C, 2h

1-(42 T )= F R RA A =76% AT )= F R RA .
[0161]  FHFsjiti fe N (5) FIERAE VAU R « fE0°C  BEFE Fia1- GRH %) — - 3E &bk (1
i) B K RER (0. 5mol /L) Har /M I N LEALTEPCLs 24 &) I G , 2218
PRSP R =10 , BE SRR (110°C) 2/ o B S5 18 i 75 0 °C 3Z 3% I A\ 7K Sk /b Al &2 1)
PClso— HAF IE B, INNGE T H AR — L 20K, FFR RGP 100 8 BE )5 70 3 A AL
8, 3 FHE E AL AANaOHVE R (0. 5M) FHER 7K BE¥ o i 5 FENa2S0s b5 1 5 - e 4 LLIR 1S A
PRHIR A 1- (G 28) = A LB (76 % 7 %)
[0162]  iZ1- (U S R BB R B o T -
[0163]  'H NMR (400MHz,CDC13) 8 (ppm) :3.58(d,2H, J=8Hz,CHs—C1) ;1.91-1.82 (m,4H,
CHo—P) ;1.74-1.56 (m,4H, CHo—CH2-P) ;1.48-1.26 (m, 20H,CHs) ;0.90 (m,6H, CHs) ;
[0164] P NMR (160MHz,CDC13) & (ppm) :49.3.
[0165]  1.3X0-—EREEALBERI & %
[0166]  MRHELL T [ (27) , B IE 2 A p) 1- GR R L) - — S RS AL A - (U ) —
VI E AR (O3 A LA E 1L TR 2B S Bow- — a7 I A AL i -

Q Q 0 Q
oa NN pqeP O MMM L o NSO Pon (2)
[0167] Oct Oct 1zh Oct Oct
1-(# P 24)- 1-(F T AL)- JEE =82% - =F KA

EESS VT = F R EAB .
[0168]  FH-Fsii /e b (27) HIERAE v a0 R « [ AL BINaH (424 5, 50 AR se e 15 2000 1
Te/K THF B 7F 3 (Imo1 /L) HHIZTE A 1- G2 F L) - — ¢ A LB U THR VR (124 %&,0. 5mol/
L) o BN G , PR A1/, B8 5 IR NN B 1 - (U 28) e RSl (.24 %) &
S THE SV o 2R JE 0 B TR B0 12/ o B S5 70 °CIZ I 2R ERHCT (3M) Y457 LA R 10 BT 7341
i o A 28 T T M A I T G TR SR, 2R J FHHCL (3M) (270 F7K (24%) B - A HLAHAE
NaoSO04 b4 3 Y8 HAE e i 28 A W 4i - IS ML= W46 18 TR L g A =1 45 5 DL 4dik
RS W AR X - I E AL (82% 77 K)

[0169] X ~F R B R IR R a0 T

[0170]  'H NMR (400MHz,CDC13) & (ppm) :3.90 (d,4H,J=6.4Hz,CH2-0) ;1.78-1.57 (m, 16H,
CH2—CH2—P) ;1.42-1.27 (m,40H,CHy) ;0.90 (m, 12H,CHs) ;

[0171] 3P NMR (160MHz ,CDC13) & (ppm) :46.1.

[0172]  Sjstifs)2 « [ R s — A AL R 1 &

[0173]  FEPUSRKIR (THF) H , 7E 4L 4 (NaH) FIBALER (KD /Z7E T, AR PEWi 11 iamsonx B,
FHEE- 5L g (alcohol—phosphonate) A& —E AL (chloride—phosphine oxide) #HAT %G
o

[0174]  FHRZRBLANT 3828 (Ibis) , BARRY, ReFIReH 1) e S8 2 2 [ 2 — 7K A -

16
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[0175]
0 0 0 0
RENOH oy B O MR o PN O gy (b
Re Re' 5 Re
Ry Ri Ry
B BR S R-BAHE B - AL
Rsﬂfﬁik%% Ei Rs-,Re=1t Ak J5. ] 15-4(1-a)

[0176] B HAkHh, 78 iz -& B B bR 2wt B T3 (T-a) AL &Y R1 =Ra =HHMIRs MIRe
— N-OHHRsAMReH ] 53— A An-Callo0 (L T 45 9 “Bu0”) HRs’ =Re’ = IEF 4k (LU N8 E
HNOct”) B (CCZFBERE B ) 2-AM O E ) FIE) - T8 (butyl
(((dioctanoylphosphoryl) —2-oxoethoxy) methyl) -phosphonate) .

[0177] @I DA R B (6) B SEitisR 1 (((C-p et BEmE L) -2 O8RS F D) iR |

B :
[0178]
9 . 0 g
Buo IO 4 il IR, go- O o (6)
OBu Oct OH Oct
;%gfj j":‘t;% :ﬁiﬁ@mﬁ ((=F BB BEIL )-2- FA% T L) T L) B8R T

01791 2.1 1- GRF L) IR — T MEMI & 1K
[0180]  Hh VR PR TR (FF A S (5] 175 . N 2 Wk R — T 18) M3 LL R M (7) K&kl - (32
FROL) 1R — T lig -
0 0
BuO.! NEt, BuO.! 7
01811 BuO"i"‘H + HCHO — auo’ﬂ\/OH (7)
T AR — T 8% =& = 68% 1-(# VL )-MEak — T 8%

[0182]  FHT-sijiti ) B (7) FIRAE TR0 T AFAE = Z JeNe taH B MR BEIR — T I (124 5&) M1
I (1.2295) MIRAEPERFE T [ (90°C) 2/} o bl f5 25 T = 4% o Al it ¥ T-DOMH il
J& M AINaHCOs3%5 ¥ (24 FER /K (21R) P « A MLAHTENaSOs b T4 , Bl 5 75 Jid i 28 AN
WRAR o 1 5 1) FF T A0 ok 140 A A R 7 TR o T AR ot 2 3 R o Pl R B v AR A A (e i
W e/ LR LG, N100/50%50/100,v/v) 4tk , LAIRAS R VR 01— G2 F L) —fj
TR T s (68% 77 FK) .

[0183]  i%1- (B2 HAL) - — T RRHI AP IE SR a0 T

[0184]  'H NMR (400MHz,CDC1s) & (ppm) :4.84 (s, 1H,0H) ;4.14-4.08 (m,2H,0-CHs) ;3.92(d,
41, J=6Hz,CHa~OH) ;1.71-1.64 (m,4H,0-CHy—CHz) ;1.47-1.37 (m,4H,0-CHa~CH2—CHz) ;0.95
(t,6H,J=7.4Hz,CHs) ;

[0185] 3P NMR (160MHz,CDC13) & (ppm) :24.5.

[0186] 2.2 1- (RUHH L) ¢ AR & Rk

[0187]  ARHELL N L (5) LA UL EAEL . 2B IR 44 T 2ok & Rl 1 - (G 2) e A
1 o

[0188] 2.3 ((( FREFEBEmESRL) 2% MF 2 30 L) IR T HE R &k

(01891  (((= kLRI L) —2— %M CUER) W 28) — IR T BRI & Rl i 2 /& ) 1-
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R AL -BEIR — Tl 5 1- AL 25U (0 12 WEA £2. TAIL. 2B0) 19 S, AR
PaLL N L (67) 1331 -

[0190]
2 & 4 9
BUO” F”\/OH + Oct” IT\,Cl NaH/KI/THF , BuO~ f:\/ov II’““‘-oct (6')
OBu Oct 12h OH Oct
1-(9k)- (AT L) = =36% (= R MELL )2- SR LI ) T L)
R BR — T B8 ZF R LT B .

[0191]  FH TSt [ B2 (67 ) BIHRAE LW T

[0192]  FERALEFKT (149 5) MIAFAE T, M S L 8ANaH (4249 &, 5556 ik 2 k) 16K
THF & (Imo1/L) HHIZET AL GR 58 - B — T PR THFA W (1245 ,0.5mo1 /L) - 4=
NG, R AP/ BE J5 IR NN 1= (G 38) —ap Bl (1. 224 8) 7ETHR
TR o B IR A 1 2/ o I Ji5 720 “C A& 30 NN 2R BRHC T (3M) ¥4 ¥R LA R AL B 1541
i o TR 28T ML IS T R ST, 2R 5 FHHCT (3M) (27%) FuK (24%) Be¥k - A MLAHTE
NaoS04 b T4 3 8 H- 10 e % 78 A IR 48 - TS ML =W 15 LR L g B 45 i LA 4k
RIS A EANPIRIE R ((CoE B B 2L 25800 £ S H ) B T ik (36 % 72 %K)
[0193]  (((EMEIEBEmESL) 2 MF 4830 H L) B ER T Be R E SR 1 F -

[0194]  'H NMR (400MHz,CDC13) 8 (ppm) :9.68 (s, 1H,0H) ;4.17-4.05 (m,4H,CH2-0 and O-
CH2-P-0) ;3.95(d,2H, J=7.6Hz,P-CH2-0) ;1.86-1.78 (m,4H,CHo-P) ;1.71-1.55 (m, 6H, CHa—
CH2-P and 0-CHa—CHz) ;1.47-1.25 (m,22H,CHs) ;0.97-0.87 (m,9H, CHs) ;

[0195]  3'P NMR (160MHz,CDC13) 8 (ppm) :51.9;19.8;

[0196]  HRMS (EI+) : 144 4f CooHas0sP2: 454 . 3055 ; K Ml : 454 . 3055,

[0197]  SEZJtafs3 : W I B 1) & ik

[0198]  ARFELA T WL (8) » HHLMERE — £ e KA 1 Tt 3 — B2 £, 18 (ethyl octanoyl-
phosphinate) B33 £ 48 3 WV BEER IS -

0 0
EtO\H Et,0 Oct\H
" +  Oct-MgBr 5 (8)
[0199] EtO” TOEt —_p Et0” H
T 85 = TBS R =72% FHLk- T 8L T ES

[0200]  FHF St Je B (8) HIHRAE 7 ¥4 F « 7E0°C VS T 5 1Al 2mo 1 /LI IE 3 3 Ak %
(1L ~0ct-MgBr) i) Z ki (20mL, RIZ1. 524 5E) Ho 75 1 /0N (1 B[] B OB T N I B R —
s (10mLELST . 5mmol) « 23BN J& , RIZUR R G, SR 5 NN IMBTHC L% (50mL) LA A
TR (LEN RN OB R EIREME T IR T, f /545 C T4/ 258
FH100mL £ BAZEBUR A4 (21%) 238 , 43 BS AN FHAR IR FH100mL ¥y IM HCL, 100mLI) 7K B8 f5
100mL ) #/K Pe 5k - 825 A HIAHTEMgSOa_ b 45, 35 28 TIA ) o PPl vk 7R Rk I A (B it
WO/ LR OTE) Faifb g, 77 BA3 200 (R 2 B 2 - R IR £ s (729 77 %%)
[0201] =k IV IR IR £ R () ARFAE 008 4 T

[0202]  'H NMR (400MHz,CDC13) 8 (ppm) :7.04 (d, 1H,P-H) ;4.22-4.05 (m,2H,0-CHz) ;1.81-
1.73 (m,2H,P—CHs) ;1.65-1.54 (m, 2H,P—CHo—CHz) ;1.42-1.24 (m, 13H,CHeand 0—CH2—CH) ;
0.89 (t,3H, J=THz,CHs) ;
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[0203]  3!'P NMR (160MHz,CDC13) & (ppm) :39.0,
[0204] Sz f51)4 - F— s s TG ) 5 1
[0205]  ARHELL T SO (9) , my o 0 ik R i -5 T ) S N SR SR A 5 - R FR ik -

R ﬁ . NEts R ‘-3
>P. + N S"P_OH (9)
[0206] R¢™ H R N 90°C, 2h R jR:

I 5% 5% B 3 & >50% B - B8 BE

[0207]  [AIL, B B2 1B mT & Y, 1- G H ) -3 IR — 1 Mol i I R — T 15 (Rs=Re
=C4Ho0) H5HE Ri=H) H) & N K A o

[0208] LAl - R IS L Jd Ik LA B AE VR G il B IR R TR (14 2) 51 (1.248)
E= O R A PAERHE T B (90°C) 2/ o B85 251 — 4% fL i ¥ T-DCM, 48 5 A
NaHCOs M ANV VR (2470) FAERIK (21%) Ve gk - A WIAHFENa2SOs b4, IR 5 78 e % 28 A ik
9 o 1 B I AE DR T AE B AR b 28 TR o BT AR A B RO € TS VR AE R IR AT QU I
WOt/ LR LT 100/50%150/100, v/ v) 24k , T35 T AN [F] 15 50 3R 75 kE B JH IR 1 25
TR AR A N ) B - R s (7 %2 K T50%6) o

[0209] 4.1 1-(GeFde) - T BB & L

[0210]  1- B LAY - — T BB EE & H HRs=Re=n-C4Ho0 (Bu0) HRi=n-CsHi7 (Oct) [1]
M- R IR IR o ‘EL DR AH BT DA AR 22

BuO\(I?

P __OH
[0211] BuO’ \|/
Oct

[0212]  ZAL BN & B 2 58% , HAFMES 3 T

[0213]  'H NMR (400MHz,CDC13) 8 (ppm) :4.13-4.04 (m,4H,0—-CH2) ;3.85-3.80 (m, 1H,CH) ;
1.82-1.59 (m,6H,CHy) ;1.42-1.24 (m,16H,CH2) ;0.93-0.84 (m,9H,CHs) ;

[0214]  *'P NMR (160MHz,CDC13) & (ppm) :25.4.

[0215] 4.2 1-(FRL3E) - T PR B & FX

[0216]  1- (3R L) —— T RL R liE & H P Rs=Re=n-C4Ho0 (BuO) H.R1=CHs BE - FR s
‘BRI AR TP R A

o)
BUOSE o

[0217] el \r

[0218]  ZEWIHI G U™ F 54 % , HRHESHAN T

[0219]  'H NMR (400MHz,CDC13) 8 (ppm) :4.87 (s, 1H,0H) ;4.07-3.95 (m,5H,CH and 0-CHs) ;
1.62-1.54 (m,4H,0-CHo—CH2) ;1.38-1.28 (m, 7H,0—-CH2-CH2—CH2and CHs) ;0.86 (t,6H,]J=
7.4Hz ,CHs) ;

[0220]  *'P NMR (160MHz,CDC13) & (ppm) :25.8.

[0221] 4.3 1- GEH %) -~ LR O L R ER IR 1 A Al

[0222]  1- GEH2E) -~ L B B e 2 HoPRs=Re=2- £ HE L £ (id WEtHex) HRi=H
(R IR PR R o e DR L A B T LR Ak 22
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o)
EtHexO. !
[0223] ~P<_OH

EtHexO'
[0224] 1% 1%/\#%8@/\552#17'3784 HRHESENT -
[0225]  'H NMR (400MHz,CDC13) 8 (ppm) :4.04-3.98 (m,4H,0-CHz) ;3.92(d,2H, J=6Hz, CHo—
OH) ;1.60-1.54 (m,2H,CH) ;1.44-1.28 (m,16H,CHy) ;0.91 (t,6H,J=7.2Hz,CHs) ;
[0226]  *'P NMR (160MHz,CDC13) 8 (ppm) :24.2.,
[0227]  SEjitafe5 : B -V B RR IR 1Y & Ak
[0228]  RAELL T ST (97) , a8 i VB IR 18 -5 e 1) s 8 T DA A 28] e — IV J R 14 -

0

RS d + )L NEt, RS‘/‘B OH (gl’
(02291 Ré’ R H o Re \Ili/
1
0 15 B i A FEE >50% By - 10 B8R 199

[0230] PRIt , e ek AR A1 S5 i 1) 35 Js 1) < I 2 — WP B 1R L Wi 5 I S B3R A 1 - (R R ) —
SETRIE- VB ER 2. T8 (1- (hydromethyl) —ethyl octanoyl-phosphinate) .

[0231]  1- GRF3) —F B3 BE R 4 B8 /& A Rs=n—CsHi7 (Oct) ,Re=C2H50 (Et0) HRi=H
() B B ER I » e R BB AH . T PA R A K

0
Oct.
[0232] "P<_OH

EtO”
[0233] izwé\%a@é\ﬁi#%?‘wm RSB T
[0234]  'H NMR (400MHz,CDC13) & (ppm) :4.98 (s, 1H,OH) ;4.14-4.08 (m,2H,0-CHz) ;3.88-
3.84 (m,2H,CH2-OH) ;1.84-1.77 (m,2H,P-CHz) ;1.64-1.56 (m,2H,P-CH2—CHz) ;1.40-1.27 (m,
13H, CHsand 0—-CHy—CHs) ;0.88 (t,3H,J=7.2Hz,CHs) ;
[0235] 3P NMR (160MHz,CDC13) 8 (ppm) : 25. 8.
[0236] St {516 « Bk Ji i — B IR I 1) 5 ok
[0237]  AR4EWilliamsonz M, fEEALAN (NaH) FIRAL AR (KT) [ A7AE R, 76 VU S W (THE)
H T R TR I R 11 2R — P R g A T PO e - TR IR iR 1 5 o
[0238] LR AAHR N, id 4 (10) , BAR AR FIR6 ¥ bt 5 2k 2 — % S B H K A -
[0239]

0 0 0
[1] L] n n
R | R )
6 5,6 R
Ry Ro Ry R Ry g,
B B B B F-FhE e S - B
Ry Re= st S L) R, Ry = 5K K H) 1644 (1-b)

[0240] I 70N 1538 47 I e - R R B 1) 5 o I 8 A5 R PR 08 LA 48 g ok il AT 7
PFE N 1AINaH (424 &, 356 F R ) B JE/K THE B2 (Imo1 /L) HANAKI (124 5) .

B BIFIA ENRN0°C , FF B N - R B A THRA R (129°8:,0. 5mol /L) -« &3 I & , 750
CHARA /N SR GBI = 2 -TEf (1. 2259 5) B THRE I 35 B PR 5 406 /)
B8R 5, 70 °CIZ T I N S AL (NHaCL) IV AT Wk R AL BT AR o« — B4 IR B8, DN
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S5 T THE AR AR — P B B IZ I, B IZIR S 1570 Bl o B8 5 28 T30 LA T iR &
WE SR JE FIMLAINHLCT (2900) FK (2000) Wei o« A HLARAENa2SOq b 152 , B Jo 72 Ji i 728 A A
WG o BT A A WA o o PR AR R AT (B - R £/ I, 100/0%180/ 20,
v/v) ALk, A5 BIAH L FRRE B IHDR I A ik - R R T

[0241] 6.1 ((ON,N= 3B g F R L) —2— %M 4 5 0E) W) — BRI T IR & A

[0242] 3@ 5 H AR5 =Re =n—CaHe0 (BuO) ARy =HAI BE— IR AR (WLEA 2. 18D 5 HAX=Cl1.
R7=Rs=n~CsHi7 (Oct) FMR2=HH] 57 3~ B H& ) S MR FEAT 1 B R (CON, N=2 2 B S R
B) 05N LRI L) IR T g .

[0243]  FANZF SR, 3d o4 (1)

[0244]
0 9 0 0
ClIn_C~_.Oct  NaH/KITHE . c. Oct
BUOITVOH 3 ~ rlq __-..gw BuO I:I,VO\/C\N’ (11)
Leu Oct % =712% OH Sk

[0245] ik e - IR R R IV & B 3 R T2 %, REAE R an T

[0246]  'H NMR (400MHz,CDC13) & (ppm) :10.9 (s, 1H,0H) ;4.34 (s, 2H,C0-CH2—0) ;4.14-4.08
(m,2H,0-CHz) ;3.95(d,2H, J=8Hz ,P-CH2-0) ;3.30 (t,2H,J=7.8Hz,CH>-N) ;3.13 (t,2H, J=
7.8Hz,CH2-N) ;1.70-1.63 (m,2H,0-CHa—CHz) ;1.58-1.50 (m,4H, CH2—CH2-N) ;1.44-1.37 (m,
2H,0-CH2—CH2—CHs) ;1.32-1.22 (m,20H, CHs) ;0.94-0.86 (m,9H, CH3) ;

[0247]  3'P NMR (160MHz,CDC13) & (ppm) :21.5;

[0248]  HRMS (EI+) : CosHasNOsPi+ 548 : 449 . 3348 ; K5 JMI{H - 449 . 3348,

[0249] 6.2 (((N,N- LR AR AL It ) —2- %M 58 0E) FHAS) B IR T BRI & 1k
[0250] i@t HHRs=Re=n-C4Ho0 (BuO) AR =HA EE-JHE IR NS (W.UA E2.18) HHAHX=C1,
Rr=Rs=2-4 L 3 (iL NEtHexB{HexEt) FHR2 =HI®) <] F Mt I& 1) [ Bk ik 4T (((N,N-Z4
SO R I IERL) -2 QL) L) -TBEIR T BRI A K.

[0251]  AHRIF NI 84 (12) -

[0252]
D i 1 §

BuO’T\’OH " CI\,C,_N, HexEt Nal-l,::fTHF BuO’T\’OVC“N'HEXEt (12)
o8 |!|3XE'C F R = a2 OF I!|exEt

[0253] P - TR R 1 & B™ 3 42 %  Re iR B R R -

[0254]  'H NMR (400MHz,CDC13) & (ppm) :7.96 (s, 1H,0H) ;4.37 (s, 2H,C0-CH2—0) ;4.17-4.07
(m,2H,0-CH2) ;3.92 (d,2H, J=8Hz ,P-CH2-0) ;3.40-3.20 (m, 2H,CH2-N) ;3.06-3.0 (m, 2H,
CHz-N) ;1.72-1.56 (m,4H,0-CHo—CHz2and CH) ;1.47-1.37 (m,2H,0-CH2—CH2—CHz) ;1.36-1.18
(m, 16H,CHs) ;0.96-0.86 (m, 15H,CHs) ;

[0255]  3'P NMR (160MHz,CDC13) 6 (ppm) :20.6;

[0256]  HRMS (EI+) :C23HasNOsPTHHAH : 449. 3348 s Kl : 449. 3348,

[0257] 6.3 (((N,N- LB AR g A It ) —2-% M 5 0E) |8 TR IR T BRI & 1k
[0258] i H HRs=Re=n—C4Ho0 (BuO) FIR1 =n-CsHi7 (Oct) A EE-BEFREE (WL 4.1 5
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HrpX=C1.R7=Rs=n~CsHi7 (Oct) FR2=H1J i 2 B f& 1 [ B KA T IO A Rl (((N N=-— 2, 3%
O E I B —2-FE M 230 T30 -BERR T s
[0259]  AHRWIF) N0 2 A4 (13) -

[0260]
Il Il 9 ('? 0
BuO"lp\rOH % c'\/csNaOCt MWWF. BUO’/PYOVCHN, & (13)
] 6h
BuO (o Oct R =22% HO  Oct CIJCt

[0261]  iZ ke - R I I & B %6 22 % , RFAE R an T
[0262]  'H NMR (400MHz,CDC13) 8 (ppm) :9.85 (s, 1H,0H) ;4.61 (d,1H, J=15.4Hz,CO-CHz—
0);4.19(d,1H,J=15.4Hz,C0-CH2—0) ;4.16-4.07 (m, 2H,0-CHz) ;3.62-3.58 (m, 1H,P-CH-0) ;
3.31(t,2H,J=7.8Hz,CHo-N) ;3.11 (t,2H,J=7.8Hz,CH2-N) ;1.96-1.74 (m, 2H, CHo—CH-P) ;
1.70-1.60 (m,2H,0-CHa—CHz) ;1.59-1.47 (m,4H, CHo—CHa-N) ;1.45-1.35 (m, 2H,0-CH2—CHa—
CHz) ;1.34-1.20 (m, 32H,CH2) ;0.94-0.86 (m, 12H,CHs) ;
[0263]  3'P NMR (160MHz,CDC13) & (ppm) :22.1;
[0264]  HRMS (EI+) : 31441 C31HeaNOsP : 562 . 4600 ; £ A : 562. 4604
[0265] 6.4 (((N,N-ZFE R E B BEEL) —2- A Q83 5 —BEIR T e & ak
[0266]  ji# it H HRs=Re=n-C4HoO (BuO) FIR: =CHs [ BB R Mg (WA b4, 280 H5H A X=
C1\R7=Rs=n-CsHi7 (Oct) FIRe=HHJ X Z Wt F& I | MR HEAT I A R (((N N-Z 23 O RS
BB 2- M QR EL) 4 F8) -BER T B .
[0267]  AHRIF N AN 2 A (14) -
[0268]

i 0 9 9
BuO—'fP\I,OH % CI\,C.hN,Oct NaH/KI/THF Buo’,P OVC.._N,Od: (14)

i 6h
RS Oct FEE = 10% e (!Jct

[0269] i e BT RR IR ) & U™ F N 10% , RRfiEE B T -

[0270]  'H NMR (400MHz,CDC13) & (ppm) :4.48 (d,1H, J=16Hz,C0-CH2-0) ;4.19(d,1H,J=
15.4Hz,C0-CH2-0) ;4.21-4.10 (m, 3H,CO-CH2-0 and 0-CH2) ;3.77-3.71 (m, 1H,P-CH-0) ;
3.33(t,2H,J=7.6Hz,CH>-N) ;3.10 (t,2H,J=7.6Hz,CH>-N) ;1.73-1.65 (m, 2H, 0—~CH2—CH>) ;
1.60-1.38 (m,9H, CHa—CH2-N and 0—-CHs—CHs—CHsand CHs—CH) ;1.37-1.21 (m,20H, CHy) ;
0.97-0.87 (m,9H,CHs) ;

[0271]  3'P NMR (160MHz,CDC13) 6 (ppm) :22.3;

[0272]  HRMS (ET+) : 548 CaaH50NOsP : 463 . 3505 ; £ K : 463 . 3507,

[0273] 6.5 (((N,N-—Z 3 O R Gk Y I 3iE) —2—S80MR P9 —2— 368 T 35E) — e T IS 1) & B
[0274]  j@id HHRs=Re=n-C4Ho0 (BuO) FIR1 =HFI FE-BE IR EE (W.LA 2. 18 5H A X=Br.
R7=Rs=n-CsHi7 (Oct) FAR2=CHs ] x| 25— & (1) e MR AT (N, N- 2 5k O o Sl A HH
£ 2SN -2 28) WAL —JBRIR T BRI & o

[0275]  AHRMIFR NN 384 (15) :
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[0276]
Q B e 0
Br<__C.,  .Oct NaH/KI/THF P Oct
OBu Oct % = s6% OH -

[0277] % BLRGE- IR BRI 5 1807 5 956 % , RR LB an F

[0278]  'H NMR (400MHz,CDC13) 8 (ppm) :10.6 (s, 1H,0H) :4.47-4.42 (m, 1H,CH) :4.14-4.08
(m,2H,0-CHz) :3.76 (dd,2H,J=8.8and 3.8Hz,P-CH2-0) ;3.49-3.41 (m, 1H,CH2-N) :3.30-
3.16 (m,3H,CH2-N) ;1.71-1.64 (m,2H,0-CHz-CHs) ;1.61-1.48 (m,4H, CHo~CH2-N) ;1.47-1.37
(m, 5H, 0~CHe~CHa~CHzand CHa—CH) 51.34-1.24 (m,20H, CHy) 50.96-0.86 (m,9H, CHs) ;

[0279]  *'P NMR (160MHz,CDC13) § (ppm) :21.8;

[0280]  HRMS (EI+) : #1441 C24H50NOsP : 463 . 3505 ; & ll{ : 463 . 3507,

(02811 6.6 (((N,N- 3 BEGUIE I BIE) -2 SAMF L RHE) ) IR L0 LR 1 45 1
[0282] @it HAFRs=Re=2-Z KL% (Id AEtHexEHexEt) IR =HI BE-BEER Bg (WLLA 1
4. 38 5HAX=C1.R7=Rs=n~CsHi7 (Oct) FR2=HH] = Bk i& i ;e B R #EAT ) & Al (((N,
N- o B I -2 S L8Rk L) B IR £ B L AR

[0283]  AHRZ S 40 R 12 (16) -

[0284]
(I? Cl EI: Oct NaH/KI/ THF 9 (l:l)
OHexEt Oct 258w 0G OH 6ﬂ

[0285] PRI RR R 1 & 5™ 3 M40 % , Re iR B R R -

[0286]  'H NMR (400MHz,CDC13) & (ppm) :10.4 (s, 1H,0H) ;4.35 (s, 2H,C0-CH2—0) ;4.08-3.98
(m,2H,0-CH2) ;3.96 (d,2H, J=8Hz ,P-CH>-0) ;3.32 (t,2H,J=7.6Hz,CH>-N) ;3.12 (t,2H,J=
7.6Hz,CHa-N) ;1.63-1.49 (m,5H,CH2—CH2-N and CH) ;1.48-1.23 (m,28H,CHz2) ;0.92-0.88
(m,12H,CHs) ;

[0287]  3'P NMR (160MHz,CDC13) 6 (ppm) :21.2;

[0288]  HRMS (EI+) : {14748 CarHs6NO4P : 489 . 4025 ; ¥ MI{H : 489. 4024

(02891 S jite 517 - Pk e S — IV IR & 15 1) 5

[0290]  FE#EWilliamson/% M , fEE AL 4N (NaH) FIBALER (KT) I AELE T, 76 DY SR (THE)
H T T I T AR <l 2R — P M A Pk e 2 — S R I T ) 5 o

[0291] DL R AAHRI B, 188 (10bis) , HARRs FIRe H 1] ke S8 28 75 12 S S H 7K A -
[0292]

0 e 0 0
_P_OH X._C< .R NaH/KI/THF B o e R 10bi
Re | + 7 HO L (10bis)
| ol b b )
1 2 Ry 15 T4 Rg
B -0 I BR A% o & B Rk fe k- I8 % B4 B
Rs,Re= tE LA X A+ A L A Ry Rg = B2 FL AL ) a4 (1-b)
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[0293] % Miid i (N, N—-= 3 J ik P gt i) —2— %8y & AU ) PRV R) — B IR < TR 1) 6 ok
KB T UL, FoAr i@ o H A Rs (ERe) =n—CsHi7 (Oct) ,Re (E4R5) =C2H50 (Et0) IR =H EE- V.
BEERIE (2 DLLA b St fe)5) 5 HHX=C1,R7=Rs=n-CsHi7 (Oct) FRe =HM) =i 2 -t f& (1) [ B
KT (C(NN- 3 L L F e L) —2- %A M LA 28) W 2E) - R - i -

[0294]  HARM, %G ARYE L EAE SR 6 2 v, G i ok e 22— Bl 2 15 5 08 1) 45 D7 vk
AT 5 FEAS STt 51 R 185 0 H 5 P e — IV B8 T2 s 1100 Y R A 5 e — e R 15 P THE VA VAR

[0295]  FHRZF)SRBLENT 38K (17)

0 0 0
1l I
[0296]  Oct ,|I:Vo|-| % CIVC\N,Oct NaHf:lmlF OCT’TVOVC“N AOct  (17)
] 6
DE Oct =5 =as% OH et

[0297] X e - TR R R ) & B 3 48 % , RpiE A R L T -

[0298]  'H NMR (400MHz,CDC13) 8 (ppm) :4.34 (s, 2H,CO-CH2-0) ;3.88 (d,2H, J=6Hz , P-CHz—
0):3.32(t,2H,J=7.8Hz,CH>-N) ;3.12(t,2H,J 7,Hz,CH2-N) ;1.88-1.80 (m,2H,CH2>-P) ;
1.72-1.62 (m, 2H,CH2—CHa—P) ;1.61-1.49 (m,4H,CHa—CHz2-N) ;1.44-1.20 (m,28H,CHz) ;0.93-
0.88 (m,9H,CHs) ;

[0299]  3'P NMR (160MHz,CDC13) 6 (ppm) :48.6;

[0300]  HRMS (EI+) : 15 4E CarH56NO4P : 489 . 4025 ; 4 K : 489.4024

[0301]  RAEAK HHI A P 2 HU M RE

[0302] PP ZEEL I AR 77 20

[0303] A &40 2 Y e a8 I A I 5 A L AF AR 2 ik - A7 R0 2 J 438 0040 6 5 VR B 0 A
RECRHAT VAL, 767K B R R 22 0] W55 5 (0-20ppm) J » 3 i HH B RS A& 25 B TR - & 56
P33 (ICP-OES) HE4T M & .

[0304]  fxAE A Ui B BUAE A BN HIW 1 56 = AH, 4 J& o Z=MAE A HLAHFIZK AR 8] (1) 73 A1 5
¥ G2 ADw il PL R R E

[’rﬂm
" e,
(03061 [M] or. = REHUT-H I 5 J TE AL WU (R (Mg/1L) , A

[0307]  [M]aq. = ZEHUCT-HTIN <5 J8 70 &R AL KA IR IE Me/L)
[0308] s AXHR AL FENE HHIEFEAE DR TR RSV, e LA 1L NFS, Il BA T S50 € -

[0305]

[0309] FPleme—

[0310]  Dwi=4J@MLIK) 7 Aii R4, Al
[0311] D=4 JEM2I 704 REL (FEEHFEER) .
[0312]  *AEHUMEAE HH 25 HL E 2080 GENE (%)) Fon, IFH BL R 2 5E

Dy
E
[0313] Coy——== D'M (ﬁ)

[0314]  Dy= <& J& 7 =M o0 Aii KL, Al

x100
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[0315]  A/O=7/KAHANAE HLAHAIARARLL

[0316]  #fE ik

[0317] S 7 RAT REHEUT XTI 8 VAR N 38 BP0 254, Bk 2R B B 5 T & B e &
(I M) (1) B 7K FH R 48 AU 1) A AU SR IEAT o SE R At , 1% 26 4 8 o RMELEE I U 4
J& (Fe) LA M4l 276 (X ALn, 3L TR (LaNd.Gd Dy F1Yb) ) .

[0318]  JKAH A 2H B B A AL 16 2EL R /e 32 fk iy 2 Sl an s e A BT M FE L DA R 72 R SR
Sof N F-STEAT “mol /L7 465

[0319]  JKAH:

[0320]  #H & G & LaNd.Gd. Dy FIYb1mM, F150mMi Fe,

[0321]  0.5M-5M[JH3PO4, P ik, 83 I N0 . IM-2Mf¥)NaNOs £ A% 55 -5 J

[0322]  HHLM:

[0323]  10mM—100mME) A& BRI T e daii , v i 7 A BRI BE JR ik i

[0324] H/DETHIRICHE SIRERIFLG

[0325] g1 /K I V5 B0 BT 2% RE I 2 DU )+ e WLV VR e fi

[0326]  PpiR4fih 2 76 2536 (21-22°C) T 15mLI ke vh , 3l i AR AR A AR (k=2 U, ML
AR AR ARV org FIZK E R TR AR Vaq & #HEE T , Vorg = Vaq) AL L2050 B R 3E 1T o B 00 43
B Ja, IS KA AE WA B4 85, 3768 J5 73 5 FHICP-0ES 73 47

[0327]  sEEgsakH

[0328]  SEZjitif51|8 : FHTODGAI ZEHL (R L 451))

[0329] RSt 7R LA 25 AF 34T -

[0330] 7K AH: fEA [ MR B ([H3PO4] =0.5M-5M) F , ImMA &% 276 % (LaNd.Gd Dyl
Yb) +50mM[JFe

[0331] G HLAH : 10mM) 2 BRI+ — b i i, Fridk 225054 7 A TODGA (B HU A4k T
ZEER[1]) -

? G
[0332] N |
Oct Oct
TODGA .
[0333] NIk 1 AT REDMAI E 70 #E (%) B THRAE -
[HsPOsJ (M) | S 3 1 0.5
[0334] AE M D E(%) | D E(%) | D E(%) | D E(%)
Fe <0.001 | <0.1 |<0.001 [<0.1 [<0.001 |<0.1 |<0.001 |<0.1
La <0.001 | <0.1 |<0.01 |[<I1 <0.01 |<1 <0.01 | <l
Nd <0.001 | <0.1 |[<0.01 |[<I <0.01 | <l <0.01 | <l
[0335] Gd 0.01 1 0.01 1 <0.02 | <2 <0.02 | <2
Dy 0.01 1 0.01 1 <0.02 |<2 <0.02 | <2
Yb 0.01 1 0.01 1 <0.02 [<2 <0.02 | <2
[0336] 1

[0337] 4 BRI, TS 2 ZE BT 70 50E (%) BB SR T2% , FF H ISR KR b i gk
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TR AT 2R FE R Lt

[0338]  XuULsh BLUEMH R H T 5K A & IR B 1 AN [F] , TOGDAA g A 25 B R 1) 7K
FHH 2B R 2R L (WS Gk o

[0339]  Sjstifs)9 « FH M R e —SEL AL B (1) A5 X

[0340]  ASELjfafsi e LA T 2644 F AT

[0341]  JKAH : FEA[E B BR VA B ([HsPO4] =0.5M-5M) T, ImMF) %56 % 76 & (LaNd.Gd.DyFl
Yb) +50mMfJFe

[0342]  HHLAH: LOmMEY ZE BRI - eV, BT iR A BGRA LA M6 &4 LLL 2. 3B -

i g
OH Oct .
[0344]  FR2. 1355 T /A REDAZEIE 73 44E (%) 1 HAE -
[0345]
[H;POs] (M) |5 3 1 0.5
AE M D E(%) |[D |E%) D |E%) |D |E(%)
Fe 0.004 |04 021 |17 0.47 |32 0.65 |24
La <0.001 | <0.1 [0.03 |3 0.03 |3 0.06 |6
Nd <0.001 | <0.1 [0.02 |2 005 |4 02 |15
Gd <0.001 | <0.1 [0.02 |2 005 |5 0.15 |13
Dy 0.15 13 0.06 |6 0.12 |11 0.29 |22
Yb 0.63 39 2.56 |72 0,8 87 104 |91
[0346] 2.1

[0347]  FAXS T Fe, %S4 RT R LnA G HER FRSH TR HRE LI T R2. 29 :
[0348]

[H;PO,4] (M) 5 3 1 0.5
MALE Ln FSpure FSpure FSpure FSpure
La <0.25 0.14 0.06 0.09
[0349]
Nd <0.25 0.10 0.11 0.26
Gd <0.25 0.10 0.11 0.23
Dy 2.5 0.29 0.26 0.45
Yb 158 12 14 16
[0350] 2.2
[0351]  AHXT T J0 &M, TG &R YD IR B R F-FS G AFSyow) B THFAE RS /E L R E£2.3
.
[0352]
[H3P04] (M) 5 3 1 0.5
JLEM FSyb/u FSyb/m FSyb/m FSyb/
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Fe 158 12 14 16

La >200 85 >200 173

Nd >200 128 136 52

Gd >200 128 136 69

Dy 63 43 57 36
[0353] 2.3

[0354] A< Szt 451 iy F I 0T T 75 S B A R CREJIZ 7E0 . SMEIR B ) ZEHLY b2 =
R

[0355] A ARTESM[H3PO4] T, Yo HUMEREERAK (39%) , AT 53— 5 THI » 1% A HUAE X 1Y) BE /R
WSE R, A% T HoAth 5 2 70 2 (FSve/ny>60F1%F T'Ln=La,Nd,Gd , FSyb/1.0>200) LA S A% T4
(FSvb/re=158) SJREHIA 1L FEE

[0356] S FHARAIBREE (1, 7E0. SME) [HsPO4] H1E (%) =91 %) , YbI ZEHUPEBE H5% , (H
FE LR BAX T8k IR BEPE R T80/ 1 (FE0. SMAT [H3P04] HFSyb/pe=16) o

[0357] St {51 10« FH I Jle 2 — IV J TR I 1) A6 X

[0358]  ASSEafsi e LA T 2644 T AT

[0359]  JKAH : FEAN[) B iR v B2 ([HsPO4] =0.5M-5M) T, ImMF) %56 % 76 & (LaNd.Gd.DyFl
Yb) +50mM[JFe

[0360] G HLAH = 1OmMPR) A< B B+ — ke ¥ v, Bk 2205 9 BL R A& 4 (0L B b SE it 5]
7 :

? .‘.’
[0361] Oct’T‘VO‘VC‘N’OCt
OH (')d D
[0362] N3 1RE T 7040 REDFIFEE 73 20E (%) B AR
[0363]
[H:PO. ] (M) |5 3 1 0.5
AE M D E(%) | D E(%) | D E(%) | D E(%)
Fe 0.001 |0.1 024 |19 0.54 |35 0.51 |34
La 0.01 1 0.02 |2 0.02 |2 0.07 |7
Nd 0.03 |3 0.02 |2 0.03 |3 0.17 |15
Gd 0.04 |4 0.03 |3 0.02 |2 0.25 |20
Dy 0.07 |7 0.04 |4 0.02 (2 0.25 |20
Yb 0.11 10 0.20 |17 023 |19 1.52 |60
[0364] 3.1
[0365]  AHXS T-Fe, &4 R IC 2 Lo 0% I FFS GENFSLu/re) BITHREIR & ELL T 3R3.2
W
[0366]
[H3PO4] (M) 5 3 1 0.5
YT FSin/re FSin/pe FSin/re FSin/pe
La 10 0.08 0.04 0.14
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Nd 30 0.08 0.06 0.33
Gd 40 0.13 0.04 0.49
Dy 70 0.17 0.04 0.49
Yb 110 0.83 0.43 2.98
[0367] 3.2

[0368] A it 471 B FH i) 25 B T AE & Bl A B b CRenl 2 20 . SMIR IR E ) ZEHLY b2 iy
R, E (%) =60% , N VER KA, FE X RER [H3PO4] BE IR M FE R, A T8k 1 3k 33 M B A1
(FSyb/re=2.98) o

[0369]  Sijitfil 11 : 5 — I Jiie I R T 1) A5 X

[0370] RS 119, L N A &9 FEREEGH (LA 16,18 -

E 0 g Oct
at Oct

[0372]  11.1{ELL R &M FRHMTHE — RYIZEHL:

[0373]  JKAH: fEAR [ BB E ([H3PO4] =0.5M-5M) T, ImMf &% 2765 (LaNd.Gd. Dyl
Yb) +50mM[JFe

[0374] A HLAH: 10mMIF) LA _EZEBUFAI -+ b i3

[0375]  "FER4. 14kt 7oA REDMZEI EH 73 20E (%) 1) 1HEAE -

[0376]

[H;PO,] (M) | 5 3 1 0.5

AE M D E(%) | D E(%) | D E(%) |D E(%)
Fe 0.02 1.5 0.04 4 0.18 15 0.21 17
La <0.001 | <0.1 |<0.001 |<0.1 |<0.001 |<0.1 |<0.001<0.1
Nd 0.9 47 0.5 33 0.28 22 0.35 26
Gd 6.5 87 2.89 74 0.67 40 0.68 40
Dy 28.5 97 11.7 92 1.35 57 1.17 54
Yb 81 99 69.5 99 5.97 86 3.64 78
[0377] 4.1

[0378]  AHXJT-Fe, & RICERLnfIIE IR TFS GENFSLa/re) HITHEAEHR A ELL R K4 .2
.

[0379]

[H3P04] (M) 5 3 1 0.5

W AT ZLn FSin/pe FSLn/Fe FSin/pe FSin/pe

La 0.1 0.1 0.1 0.1

Nd 60 13 2 2

Gd >200 74 4 3

Dy >>200 >200 8 6

Yb >>200 >>200 34 14

[0380] 4.2
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[0381]  11.27ELL R4 FREATEE — RAIAHL:

[0382]  JKAH: FEBERRMK FE ([HaPO4] =5M) T, ImM[J &4l 5270 % (LaNd.Gd Dy F1Yb) +50mMf¥)
Fe

[0383] A HLAH : BRI AN A A BE ([ZEEGH] = 10mM-40mM) -+ ke i i

[0384]  "NEA.3MIE T 0 An REDFIEEE 73 20E (%) B HAE

[0385]
[ 5]

| | ) 40
i 5 0 b5 30 35
y E E E E E E E
T M D (%) D %) D % P (%) D %) D %) D (%)
Fo 002 15 D001 D1 D04 b 0.06 b 007 [ 012 i1 041 B9
[ 20001 K01 D2 17 D34 b5 049 B3 069 Wl L1 b2 b2 4
Nd 9 W B b7 RO 4 B7 79 W5 B2 b2 B6 b4 D6
[0386]
Gd 65 &7 15 b4 9 B5 B2 b6 B3 b6 b6 D6 Fis bs
Dy 85 b7 W8 B8 o P8 67 B9 [0 b9 K5 b9 b4 9o
Vb 81 99 500 £99.9 b500 99.9 500 £99.9 500 £99.9 500 399' 500 £99.9
[0387] 4.3

[0388]  11.37ELAN4FAF FREATH = RIIAHL

[0389] /K AH: fEMEERI B ([H3PO4] =5M) ™ H.AJ e b i NS EREN ([NaNO3] =0-2M) , 1mMf¥]
&4 1% (LaNd.Gd Dy f1Yb) +50mMf¥]Fe

[0390] A HLAH : 15mMI¥T A 2B+ b ik

[0391] R4 44k T A0 REDAEERCE 73 340E (%) rHEAE .

[0392]
[NaNOs]
(M) 0 0.1 0.5 1 2
A% M |D E(%) | D E(%) |D E(%) |D E(%) |D E(%)
Fe 0.001 | 0.1 0.01 0.1 004 |4 0.06 6 0.07 i
La 0.2 17 0.19 16 0.41 29 0.51 34 0.57 36
Nd 2 67 3 73 6 86 7 88 7 87
Gd 15 94 25 96 T2 99 105 99 111 99
Dy 48 98 97 98 331 99.7 535 99.8 >500 |>99.9
Yb >500 [>99.9 | =500 |>99.9 | >500 | =999 (=500 |>999 |=>500 |=>99.9
[0393] %4.4

[0394]  FH T~ A< St 49 (1) A BT B A MR 8 R oc R (% 1 Lablah) ¥ 30 0T BfA
KR P4 Dy FIYD) 18 Rt R B A EH B R .

[0395]  FESMANIMEY A i Hh , A FEHUGRIAR RS T2k RE IRAF U5 i i B M (FSaszre =60 FTXT
FLn=06d.Dy.Yb,FSin/rctb 2005 Kk O) , BN ZE K1EZ O0)) .

[0396] 1811112 A% HU 751 F) B8 % ok B DA K i A NaNOs , 76 £ 55 A0 X Tk 10 R 340 B8 IR 7 1) )
B, B 8% 38 0 BT A 8 R 76 2% JC N TR /530 (LafING) 148 50 R I AU RE
(03971  SEjtads] 12 5 — Ik Jiie i — s IR T 1) 2 B

[0398]  FEiZsLftaf12eh , DL A& FVEREEGR (WLLA 16 61) -
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0] 0]
Il I

[0399]  EtHexO~ TVOV C‘*N’

I
OH Oct

[0400]  12.17ELL N2 FRATEE — RAIAHL:

[04011  JKAH: FEAS A B Be M FE ([H3PO4] =0.5M-5M) T, ImMA %% % 76 % (La.Nd.Gd Dy Al
Yb) +50mM[JFe

[0402]  HHLAH: 10mMIT) BA_EZEEGRIR -+ e i i

[0403]  "FE5. 14k o040 REDMZEHH 73 2LE (%) it HEAE .

Oct

[0404]
[H;PO,] (M) | 5 3 1 0.5
AE M D E(%) |D E(%) |D E(%) | D E(%)
Fe 0.03 3 0.01 1 0.26 20 0.36 26.5
La <0.001 | <0.1 |<0.001 |<0.1 |<0.001 |<0.1 |<0.001 |<0.1
Nd 0.07 6.5 0.1 9 0.03 3 0.01 1
Gd 0.08 7 0.1 9 0.04 4 0.01 1
Dy 0.14 12 0.2 17 0.11 10 0.07 6.5
Yb 0.26 21 0.72 42 1.40 58 1.67 62.5
[0405] 5.1
[0406]  AHXJT-Fe, & RICERLnfI LSRR TFS G NFSLa/re) HITHEAE R A ELL R K5, 2
H,
[0407]
[H3P04] (M) 5 3 1 0.5
W AT ZLn FSin/pe FSLn/Fe FSin/pe FSin/pe
La <0.1 <0.1 <0.1 <0.1
Nd 2 2 8 0.1
Gd 3 8 0.1 <0.1
Dy 5 17 0.4 0.2
Yb 9 61 5.5 5
[0408] 5.2

[0409]  12.27ELL FEAF TR T 38 — R VIZEHL

[0410]  /KAH: FEREFRIK BE ([H3PO4] =5M) T, ImMP) &5l &2 702 (LaNd.Gd.DyfIYb) +50mMf]
Fe

(04111 HHUH  ZEBGH A E e ([ZEEGR)] = 10mM-40mM) i)+ i i)

[0412]  "F3ER5.3 % 7 oA REODFZEEH 770 2E (%) MTHEAE .
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[0413]
[F R A
(mM) 10 15 20 25 30 35 40
_ E E E E E E E
AEM D o |2 o |2 o |2 o |2 | |P e | D |

Fe 0.03 3 1003 |3 (007 |65 |0.005 |05 |0.17 | 145 (0.22 | 18 [0.25 |20

La <0.001 |<0.1 |0.11 | 10 [0.17 |14.5 | 0.23 19 (032 | 24 (037 |27 | 044 |31
Nd 0.07 |65 (028 |22 (041 [29 | 056 |36 (078 | 44 [0.94 (485 | 1.1 53

Gd 0.08 7 032 | 24 1045 | 31 0.61 38 |0.85 46 1 51 1.3 56

Dy 0.14 12 1047 | 32 |0.68 |40.5 | 0.95 49 1.3 56.5 1.6 61 ) 66

Yb 026 |21 |25 |71 [32 |76 4 80 | 5 83 6 |85 7 87
[0414] 5.3

[0415]  12.37ELA T 244 F T 26 = R 5 ZEHL

[0416] 7K AH: TEBEFRIK E ([H3PO4] =5M) T H AT b in NS ER BN ([NaNOs] =0-2M) , 1mMF¥]
%5 2702 (LaNd.Gd Dy FIYb) +50mMfK Fe

[0417] G HLAH : 15mMI LA - ZEHGRI 1 b i il

[0418]  TFER5. 43 H 1 404 REDMAEH 73 4LE (%) BT 5HAE .

[0419]

[NaNOs] | 0.1 0.5 1 2

(M) ) )

_ E E E E E
AEM D o |P %) |P %) |P %) | P (%)
Fe 0.03 |3 0.004 0.4 <0.001 |<0.1 | <0.001 |<0.1 |<0.001 |<0.1
La 0.11 | 10 0.07 7 0.11 10 0.16 14 0.17 15
Nd 028 | 22 0.18 15 0.4 29 0.55 35 0.67 40
Gd 0.32 | 24 0.23 19 0.6 38 1 50 1.5 61
Dy 0.47 | 32 0.35 26 0.82 45 1.3 57 2 66
Yb 2.5 71 0.6 36 0.9 47 1.1 53 1.5 59
[0420] %5.4

(04211 F 3 A S 3] A A A 72 25 A o b o0 T YD IO A HUPR R 250 I AR B g 5
[HaPO4] () BE JR MR FE SR L

[0422]  S{ESCHA5 1 1 rh ARIR] , L% 211G 12 25 BRI BE 2R B DL A I ANaNOs , 7E ORFF A
X TR R A 23 B R T B[RS S BE 8% 3G hiont Bir A B 2R 0 2 G TR R 7 FR 2 (La Al
Nd) )58 R IC R 2 I RE

[0423]  SEids13 : 5 — Pk e B — I G T 1) 2K Y

[0424]  FEiZsLtif 134, Bt RO AR A L M ALEH (LEL E6.3B0) -
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0] 0
[l Il

[0425] Bu ojp\(ovc N7

O Ot gy

[0426]  13.17ELL R 261 FAT S — RAIAHL

[0427]  JKAH: FEAS A B FE ([H3PO4] =0.5M-5M) T, ImMA %% % 76 % (LaNd.Gd Dy Al
Yb) +50mM[JFe

[0428] A HLAH: 10mMIT) BA_EZEEGRIR T e i

[0429]  "FER6. 14k 1 oA REDMZIH 73 2LE (%) it EAE .

Oct

[0430]
[H;POL] (M) |5 3 1 0.5
AE M D E(%) |D E(%) |D E(%) | D E(%)
Fe 0.03 3 <0.001 | <0.1 [0.13 20 0.26 26.5
La <0.001 | <0.1 |<0.001 | <0.1 |<0.001|<0.1 |<0.001|<0.1
Nd <0.001 | <0.1 |<0.001 | <0.1 |<0.001|<0.1 |<0.001|<0.1
Gd <0.001 | <0.1 |<0.001 | <0.1 |<0.001]<0.1 |<0.001|<0.1
Dy 0.02 2 0.02 2 0.07 6.5 0.09 8
Yb 0.16 14 0.5 33 2 66 2.4 71
[0431] %6.1
[0432]  AHXJT-Fe, & RICERLnAYIE SR TFS GLNFSLa/re) BITHE AR A 7ELL F K62
H,
[0433]
[H3P04] (M) 5 3 1 0.5
TN FSin/pe FSLn/Fe FSin/pe FSin/pe
La 0.1 10 <0.1 <0.1
Nd 0.1 10 <0.1 <0.1
Gd 0.1 10 <0.1 <0.1
Dy 0.7 200 0.5 0.3
Yb 5.5 >>200 15 9.5
[0434] 3£6.2
[0435]  AHXF T & Ju =M, T & YOG BRI F-FS G AF Sy B THEAE R 5 AE UL 3863
H,
[0436]
[H3P04] (M) 5 3 1 0.5
TLEM FSyb/m FSyb/m FSyb/m FSyb/u
Fe 5.5 >>200 15 9.5
La >150 >>200 >>200 >>200
Nd >150 >>200 >>200 >>200
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Gd >150 >>200 >>200 >>200
Dy 8 25 28 27
[0437] 6.3
[0438]  13.27ELL T 4AF FREAT S = RAIAH
[0439]  7KAH : FEBERR A B ([H3PO4] =5M) T, ImMF) %5 %703 (LaNdGd Dy H1Yb) +50mMFH]
Fe
[0440] G HLAH : ZXEGHIEIAS [F] BE ([AEEGR]] = 10mM-40mM) -+ e i
[0441]  "FER6. 44k T oA REDMZERE 73 HLE (%) it HEAE .
[0442]
[f rf:;” 10 15 20 25 30 35 40
Ak M| D (fa) D ("i} e (fs) D (50) 2 ('*/Es) o (fi) D (050)
Fe 0.03 3 0.002| 0.2 | 0.02 2 0.04 4 0.08 7 0.12 11 | 0.18| 15
La [<0.001| <0.1 [0.01| 1 [002| 2 | 003 | 3 [004| 4 [005| 5 |[0.06]| 6
Nd |<0.001| <0.1 [006| 6 [007]| 65| 01 | 9 |[012] 11 |0.14| 12 |0.16| 14
Gd  [<0.001| <0.1 [0.08| 7 008 7 | 011 [ 10 |0.12| 11 [0.14| 12 |[0.16] 14
Dy 0.02 2 0.11 10 |0 13| 11.5| 0.19 16 1023 19 (027 21 | 032 24
Yb 016 | 14 [ 23|69 | 3 | 75| 4 | 79| 5 | 83 8 | 7 | 88
[0443] 6.4
[0444] St f51] 14 - 25 DU Bk & Ik — B R IR 1 A HX
[0445] ARSI 4R DA S 26 AF T AT -
[0446]1  JKAH : FEAS[F) B B2 W FE ([H3PO4] =0.5M-5M) T, ImMA %4 % 70 % (LaNd.Gd Dy Al
Yb) +50mMf¥JFe
[0447] A HLAH : LOmMEI ZE BRI - e, Brid A BGIALL M6 &4 (UL F6. 4B -
2 9
[0448] BuO"'/P O\/C\N’Od
HO |
Oct
[0449]  "FERT.1RE T oA REODMEIE 73 HLE (%) it EAE .
[0450]
[H;PO4] (M) | 5 3 1 0.5
AE M D E(%) | D E(%) | D E(%) | D E(%)
Fe 0.04 At 0.03 2.5 0.28 22 0.40 28
La <0.001 | 0.1< |<0.001 [<0.1 |<0.001 [<0.1 |<0.001 |<0.1
Nd <0.001 | 0.1< |<0.001 |<0.1 |<0.001 |<0.1 |<0.001 |<0.1
Gd <0.001 | 0.1< |<0.001 | <0.1 [<0.001|<0.1 |<0.001|<0.1
Dy 0.06 6 0.09 8 0.11 10 0.1 9
Yb 0.26 21 1 49 54 84 2.4 87
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[0451] 7.1
[0452]  AHXJT-Fe, &8 RIGERLnfIE SRR FFS (L NFSLa/re) HITHREAE R A ELL R KT .2
H
[0453]
[H3P04] (M) 5 3 1 0.5
B RICHKLn FSin/re FSin/re FSin/re FSin/re
La <0.1 <0.1 0.1 <0.1
Nd <0.1 <0.1 0.1 <0.1
Gd <0.1 <0.1 0.1 <0.1
Dy 1.7 3.5 0.4 0.3
Yb 7 37 19 17.5
[0454] 7.2
[0455]  AHXS T2 JC ZM, JC 2 YOI IE £ K F-FS (e NFSyom) BITHREAE IR & ELL F3K7.3
o
[0456]
[H3P04] (M) 5 3 1 0.5
JLEM FSybu FSybu FSybu FSvybu
Fe 7 37 19 17.5
La >200 >>200 >>200 >>200
Nd >200 >>200 >>200 >>200
Gd >200 >>200 >>200 >>200
Dy 4 11 49 69
[0457] k7.3
[0458] St {115« 27 o Ik & 2k - B PR G 1 A X
[0459] ARSI LE LA T 264 T AT
[0460]  JKAH : FEAS[E) B B2k 2 ([H3PO4] =0.5M-5M) T, ImMF &4 % 70 & (LaNd.Gd Dy Al
Yb) +50mMf¥JFe
[0461]  HHLAH: LOmME) 2 BUGRAIE -+ ZHe iV, Frid A BGRNLL &4 (UL F6.58) -
0 0
Il I
[0462] BuO’T\/O\l’C‘N’OCt
O Oct
[0463] K815 T 7040 REDFEEH 73 20E (%) B AR
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[0464]

[H;POL]J (M) |5 3 1 0.5

AE M D E(%) | D E(%) | D E(%) | D E(%)
Fe 0.05 5 0.27 21 0.51 34 0.54 35
La <0.001 | <0.1 |<0.001 [<0.1 |<0.001 |<0.1 |<0.001|<0.1
Nd <0.001 | <0.1 |<0.001 [<0.1 |[<0.001 |<0.1 |<0.001|<0.1
Gd <0.001 | <0.1 |<0.001 [<0.1 |<0.001 |<0.1 |<0.001|<0.1
Dy 0.01 1 0.03 3 0.06 6 0.11 10
Yb 0.34 25 0.71 415 | 1.2 54 1.3 i
[0465] %8.1

[0466]  AHXJT-Fe, & RIGERLnfI LSRR T FS G NFSLa/re) HITHE AR A ELL R K82
H,

[0467]

[H3P04] (M) 5 3 1 0.5
TN FSin/pe FSLn/re FSin/pe FSin/pe

La 0.1 0.1 0.1 0.1<

Nd 0.1 0.1 0.1 0.1<

Gd 0.1 0.1 0.1 0.1<

Dy 0.6 0.1 0.1 0.2

Yb 20 3 2 2.5

[0468] ££8.2

[0469]  HHXT T2 0 ZM, JL R VDI IEFEVE R FFS GE AFSyo/w) ITHEE R & 7E DL R 3K8. 3
i

[H;sPOLJ (M) |5 3 1 0.5
0a70] CE M |FSvm FSyim FSviu FSvim

Fe 20 3 2 Pl

La >200 >200 >200 >200

Nd >200 >200 >200 >200
[0471] | Gd >200 >200 >200 >200

Dy 35 23 18 12
[0472]  £&8.3

[0473]  SEii 4 1 3 R0 1510 &5 R 7, 78 FH XS T IRt 1R 1 42k (4] st e ik 141 1 o7 A7 A2 SCBE RE RS
A R B B AL ELY b, 3 Ho6E T [HaPO4 ] B B JEE 7K U FE (A0 . BMEI5M) #5425
b MR X TR T P EUE T Y HE Rt R (Ln=La,Nd,Gd, Dy) F- AWk, 8038 JLP- A8
KL

(04741 PR| bk, 76 A XoF T M TR I A B Pk i ik (41 P oo o7 /0, 368 =% B0) A5 BT T Y b I 25 HUEL
A AR T Fe ) R 0 35 DRI B AT 4 NN ) 14 B o 308 3 K 2 HCFR1) P JBE 7k 164 Jn 2
15mME 25mM [AIFRIAE, 3845 771 % FI80 % 2 [A] ) Yb AL B 14 B8 , 17 [F) B {R FR 75 iRy B FE ([HaPO4]
=5M) TR G 73 B (FSyb/re>200) o
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[0475] 3 4 S it 9] 1 3 AN 1419 45 5 5 STt 4] 1516 &5 SEEAT LU B, RIS 3, 5 A T
Pl Jrie 5 (41 (S T3t 4 1 5 - R = CHs) FR) a0, 455 S8 ) A BGRIAREL , 2E AT IR IR e 5 (4] (S5 it 451
137 R1=0ct ; BESE 451 1 4HR1 = CHs) £ oz /6,475 S B 1) 25 B 3 SO0k iR YO A HUIE g L DG H:
% T [HsPO4 ] B AREE 2RV JEZ (0. SMAIM) BRI 1% 190 o 5 T IMAI3MER] [HsPO4 ] FEZR W G HL3RAT 1
BRAEROR /Pt

[0476] Wb Al , R GLAE LE AR XS T BRI B A 1) oS 1) SCBE I (R =#H) , WLE 3], 5 Ik 5
SCBE (SEHA 139 R1=0ct) AHEE , 2492 3CHE N HI B S (S0 49 14 R =CH3) I, Yb ZEBUPE fE
JRRE.

[0477] 2%k

[0478] [1]S.Ansari et al.,Chem.Rev.,2012,112,1751-1772.

[0479] [2]H.Narita et al.,Solvent Extraction Research and Development,Japan,
2013,20,115-121.

[0480] [3]M.Igbal et al.,New J.Chem.,2012,36,2048-2059.
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