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Hodths Aol wrE ATt T3, 7] SFE] 2.43%H%Y EYZFIWEEEA o] FEE ztete Ao
olgaRmEINME WM. FFH F, 47 AFed 31.7golfleH, 21125 Fppmd] A2iE skeot
33.85 %% EYETFoRAEEEAN oj2EnE st
A) ;\] Oﬂ 7

SFFIUA, 257 2 wHkr]7F FaE 500mee] 57 frElEEkaddd A 6ollA F5H FV] FTHE 65.0gS
ZAA ARG, A%A, 8.8g(111mmol) 2] @ EUolEolu]=(LiN(CH;). S 7] & ]

o o
2,
R
—
>,
o
offt
[e]
=
ud

A AT, 2 WS AR E 0,12k BF, 125°ColA FF-5h
H-NMRell  ¢]3}e] 7] SHFE°] HEZZ| (Yo gl )5 (Hf[N(CH;). ]S 54

AT, goo], A7 FHE F, A7 AEFIF FEE 66 FppmelATE. I AV SHE F, A E
YEFL2HEEEN o] X7t 105 ppn o3t FAEH AT Aol ¥ AT

TH F9 J™RHES 7.5g oo, U47FHppme] AZIE X 16.75%H%Y EETFLEHEEEA o
o= 7l}:1;}

o= R

ohv] =) 3} o]

= FES 7
HEZ7| (Yo"l =) st 258 7|E o2 8] 525 %% o UAtt.

/Kl}\‘lgﬂ 8

500mee] 5 FElZetade] Ay, FFIUA, 257 2 i) E FEEa, oloid o Uy F7E
Arvtaz AAH o]  EFFxFo  733FHppme] AE2IF  TEE e vFGAdE
HE#7| A (o goln 2) e H(HE [N(CH;),14) 100.0g(214mmol )& M A713L, 0CE WZA7)aL, A&siA E

ZF 0 Z ol EAHCF,COH) 11.9g(104mmol)S A7) Astz2o7| 2828 B$eu-e Asx 7] WA (dropwise)
o2 AR AA H7 et Ao ¥, 25E 20CE ASAA ARE B9t wakegitt. 1 REEEAS
0.12kka 3}, 125TollA FF3ste] /= 58.4 % +5a9th.  H-NRe 9ste] A7) EFHEo] FAEORA H
Egpr| (Yol dolr| &) 3125 (HE N(CHs)o 1) & S-fdtthe 3o ¥ s, vFo], A7 F/RE 47 A2

IZF TEE ICP B3 Hoz FHsY, 47 A2x2F =71 7335 %ppmoll Al 388% Hppm o2 AE vk
Aol B AL, tgol, AV THEC] 2.75%%9] EZESFOROAELL o] FEE ztets Aol oj2a=
nfE a2 ks Z25 & A7 AFEL 26.5g019 0, 1,786 Fppne] A 2F3F 59 35.7F2%9]
ESFLEINEAM 01 TEE e

AFEZAA, A 2 w7 FHE 500m] 57 FrElZ e AAl4 = 5
FZAANAG.  ASHAA, 2.1g(26mmol) ] FEFT] o Eoln] =(LiN(CHs) 5 371 Eﬂiﬂﬂ Flstar, A2dA 1
0ge

AIZE BoF AWkAIF T, 1 oukg AAE 0,12k 8, 125TolA FFaEke], 1ol 2)ske] 49.
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EfEFLRAEA o] FX7F 105 Fppn olst= HAaEAvhE slo] Bel A

A7) Z2H B AFEL 3.5¢ o]gon, 9505 Hppne] X EFF T 41.55H99 ETZFQZOIHEA o

A7 59 15 HEZ7| (Yoo )t xge $£&2 7335 X E2FF FTEE Z+ vgAd
HEZ) 2 (Yo Holn L)L ES 7|50 2 o] 55%8% o] T},

A 10
500mee] 57 fFrElEEtaIe Hstddly], FFIEUA, 224 2 wWr|E FEsta, olojA o Ui FUE
Axr7tx~z OAA AT o]  EFx=Fd 733FHppme] A E2IF  FTEE  ZE "HAR
HE g7 2~ (v o goln| &) 8k H (HE [N(CHs),1s) 100.0g(214mmol)S EAA|7]3, o]ojA 0CE WAA| 7|, AL

3|4 e EAH(CHSOH) 10.0g(104mmol )& 7] AsHZAt 7 258 W At 71 WA (dropwise) o=

Azl A Arkepinh. Hsh %, 2R 20TR ASAA AR Feh wakskgleh. O wkggolE 0. 12k

&, 125CellA T/t THE 67.28% Stk HNRel ojste] A7) EHEo] FAEOoRAM HERA

("4Oﬂ%‘O}U]E)éPE%(Hf[N(CZHs)z] = toh= Zlo] we Atk Bl A7 SRE T, 4V A23E F
2

d

l

o

5}

o=
T

o
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-
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E
ofN
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d
Jl
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o1
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N
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=
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i)Y
=
o
fo
o
ﬂ
il
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ui
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pou)
o
o
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HAT. =F F, A7 IAFEL 27.0g019e™, 2,003F FHppns] ] 5 %Esﬂr 30.6F 292 uﬂE‘r*i*F 1
s

WREZ)ZE AR 500mee] 57 frElEekade] AAle 10914 F5H Y] FRE 6
SAARG. ALEAA, 2.7g(34mmol) o] 2l FHA— I =(LIN(CHs) 5 7] Eeksael] Fishar, -2olA

tlo plot
B
i
(2
>
o
k1
L
%

A7 B9 AT kg A 0.120 o), 15T FRelel, 49.0g9) FRES +53)
MRS olste] 7] FREo] HlEeh)A(tloldobr] B L (HINCH).]) S FAROR Fiaths Zo] w
AT d%ol, A7) FRE F, AV A23E FEE 46FIppol A Sl A7) FHE) 47 v
olatz etk Aol HHA

A7 S5 T AFEL 4.0g01R oW, 742FHppme] A 2HF FE 39.7F5 0] vvlEEA o] FEE 7

r
off
ki
il
N
N,
Ir
=
2
2
i,

A7 FEE 1eEY HESHI|A(Yodolu|E)sEwY 82 7335 Hppne] A2
HEZ7| (o dolu ) et ZH5S 7|F0 2 3t 58%%% ©|3dtt.

Ao 12
500mee] 5 frelZelaze] B Hslzdt)r], dREdAN, x4 @ uwr|E ZFsla, ojojx 1 e ¥
R= X‘iﬂ*i A AT, o] FEaF 3,129%Hppme] A E2IZFE TEE e UHAHE EﬂEB‘rﬂ*(E}Oﬂ
goln] =) a3 F (Hf [N(CHs)21,) 100.0g(214mmol )& FHA|Z]aL, o]ojA 0CE WA Z|aL, AlSsA A=t

(CollsSO:M)  16.5g(104mmol) & 771 % AsZ7| 25 e
AR A7repsith. Ash §, 2LE 20T FsAA AR Fek anbsiglvh. o1 whe-ElS 0,12k 8, 125°C
Sg&

A FFdtel SH= 70. SEagith. H-NRel ol3te] 4] FHEo] FAROoA HEZY| (T o}
=

HlE)éFE%(Hf[N(CZHs)z] )S Fgfstte 3ol g, d=el, A SRE F, V] AEZ3FE sRE I
BEREMAMo g =Asle] A7) AZFAE wE7) 3,1295Fppnoll A 1,478 Fppn o2 A AtkE Zlo] we A
. d=o], AV FFE0] 0.15%% HREEA o] FEE ZEUE A WE&HEZEME
wEl P, Z2F 3, AV BFEL 34.0g0190W, 6,078FFppn] AN EFF L9 47.4F%] WA EA
ol eEEE zhE=r)
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Al 13
SEEdA, 227 2 wuty)zl Z2E 500me 57 fElEekaT] AAd 12004 F£E5EH FFE 65.0e% F
AAZAT. AL, 0.1g(Immol) ] FHE U ol Eoln =(LiN(CHy) .2 A7) Zef2Te] F948kaL, A2oA 147+
ol WWAIZTH, 1 ¥kE AAE .12k 3}, 125TClA FF8FY], 62.3¢9 FRFES 59T H-NMRY
olate] A7) FHEo] HEI| (Yo Holn 2) 5 [N(CH;). 1) S FARCR F3ths Aol ¥

geol, A7 FFE F, A7 ARIF sEE 1,456%Fppmel At GSol, A7) SFHEL AV wlAlsEA

o] w7k 105%ppn ol5te Fauths Aol wE A

| 58 neRe HEey] (Yot ) s ¢ e

Eeby) (ool ) B E S 7] F R she] 675 o]t
ERERY:

500mes] 57 frelEetade] B ASATY], BRZAA, LEA D wu)E FHSa, ool 1 el B

& AaxstsE dANRT. o] Hekadel 3,1205Wppne] ATk FEE 2E VA HED) (e

obr] ) SHH (HEIN(CH).]) 100.0g(214mol) S FAA715, olo]X] 0T WAz, ALshA wesE

= (CH3802)50) 18.0g(104mmol )& 7] % AstZ2d7| 2538 BEwE A3r71= B2 (dropwise) HO = 1

Aol Ax A7Psldnt. A F, 2EE 20CTE 4sA7A 1AIE 5 wRksgity, o wh-g898 0. 12kn
&, 125ColA ZRate] 72 69.0g% F58%.  HNRe ©late] 7] FRZo] FARORA HEHI|~
(Hollgobm| 52) sk 5 (HE IN(CoHs)o 1) & FHirdtthes 2ol Welad. HSel, 37 S87& 5, 47 A=23g ¥
EE I A er SAs, 7] A=mE $E7F 3,129F Fppnel A 639F Fppno- = A k= Al

A o], A7) SREol 1.75%%0] WEEE o2 $EE zeths Jlo] oj2amnEadde %
B TH F, 7] ARES 35.0g019 e, 7,580F Fppme] AZ2FH FE9F 25.05 0] wwtEEAL of

Al 15
FFIAA, A 2 w7 7E A 500mee] 57 frEjEekadel AAld 1404 =5 4] FRE 65.08
S FHAFT. 1.8g(23mmol) ] FFET A E O =(LIN(CH;) & 7] E8f2==e] FY3ta, oA 1Az &
oF wwkAIZ T, 1 kg AAE 0.12kk 3, 125ColAM SH3l], 62.3g9] T
SHE] EﬂEE}ﬂi(ﬂ°ﬂ%o}ﬂl*)s}E%(Hf[N(Csz)z], S FALL
1, 471 SFe <, 47 A2sw w5 6105 FppmoldTt. "ol V] SF= T, WEEEdt o2
EE7F 105 Zppm ol3tE HAFAvhE Zlo] wrE AT,

ZH 3o FHFEL 1.8¢019eH, 1,910 Zpmme X 2FF %9 45,1799 wEaEEA oL =rE zt=

| 54 el A=l a(dalde s £Ee
S| Ao Eou )t m i 10 sho] 65594 ol

Ew

A Al 16

i
X
L
ol
Qo
R
o

500mee] 57 fFrElEEtaAe HapAddly], SR, 224 2 uwr|E ,
A7} ~2 g AA AT o] Z gt~ 900 % ppm2] A23EF E28 7
HEZ7] 2 (o Dot ) 825 (HI [N(Cols)214) 100.0g(214mmol )& F A1 7131, o] A

A4 EUEToRuEEEACESON 3.5¢(28mo)S 37 AU RRE gewe AsAsE A
(dropuise) o= 1Akl A3 WSk, A5 F, LEE 0T F5AA LAF Bk wwslelth, 7w
S80S 0.12i 3, 125TAA FFse] FRE 05.822 FEHAUT. HNRA oJske] 4] FREol FHR
oA BEe) (ol "ol £) S IR HINCH) ) S Ffarhe Aol Wagt., dsol, 47 37
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B7] A2sE FRE P TFEANeR FAs ], A7) A2aE FR7F 9005 Fppnell A 4925 Fppn o2 7
29AtHs Aol WA, H%ol, A EHEo] 1.63%e EZTTORUEEEN o] ¥EE Ziris
Aol eleazmedduz WEATt. FF F, 7] IFEL 6.5¢01901, 6,591FFpne] AZHE FE
28.5% 49 EYETORWBEEMN o] S EE ZH=T}

AATe 17

Aata)7], SF2dA, 224 2 wwtr)zh F2E 500mee] 57 frElZEkadel AAldl 16914 F5E g7
ZHE 90.0g2 =AA7|a, 0C=E YA 712, AZEsHA, 3.1g(2lmmol) ] ETZF 2w ek ZAH(CF,S0:H) &
A7) A7) 25 WSS HEA 7= A (dropwise) B R 1A 7k A2 A7t He 3, _nE
20TE ASAA 1A17F B¢t wwralgdty. 2 wh3-goS .12k 8, 125ToA =7F3sle] 75 83.9¢% 5
SATh.  H-NIRY ete] 7] ZEZo] FAR oA EEI]A(T o Eoh] E) e E (HEIN(CH,),] ) S §H-3
= Aol WAL, g%o], A7 TFE T, YV A2FZE =5 1P &
zd = Zo] Y. 9= Z

B EM ol TEE Zegs Aol oaZulEaddz WY, THF F, *ob] 3+
=

[e}

3
A
4,250 Fppne] A 2FH 59 41,1599 ETZT 2 auesEal o]

°of, %

,d
N

AAld 18

A7), SR, 224 2 a7k F2E 500mee] 5 frelEEkade] AAld 1794 58 A
THE 80.0g& FHAFIL, 0CE WAAA I, AL, 2.8¢(19mmol)e] EE]FFQ 2 e EAk(CE,

S0sH1
271 Astad7| 258 Hale AshA7lE WA (dropvise) Moz 1At AA Hrbeidiek. At §, &
)
3|

20CTR FEAA 1A Tk wuksgiek, 1 Hg8Ag 0,12k 3, 125CoA FHaI SHE 71.4g%
Loz HEey| (e obr] =)L E (HE N(CHs)o] o) & et

ox
“

ATk, H-NRe] ©late] 7] EFHEO|
= 7;01 15 % vr S

oi
N

_T_

= 5, A7 A2y s=E ICP
Aol WA, tsol, 47 F
LEN olf EE ZUOL A0l cleazdEdAE WHAG.
997 %ppme] AE2FF FE 31.5H%e] EYZTFLZMEEEL o]lFE

HAld 19

Astzd)r], SFIZdA, 224 2 uwkr)7E FEE 500mee] 57 freEeksadl AAld 1804 F5E 7
THE 65.0gs FAAI7IAL, 0T W¥ZAA7|aL, AEeA, 2.3g(15mol) o] EdEF 2 thaEAH(CFS0H) &

A7) AeAg 7 25 e AHskA 7] HA (dropwise) o2 1Azt AX Hrbslok, Ao &, Lxs
20CE 4sAA AN & wislyy. 2 jES89S 0,12k 3}, 125TCdA 73 T/= 60.2gS +5

stk HNRe] ejsle] 4] FREo] FARORA HEw]A(tol Pobn] ) ST E (H N(CH),] ) S i3

=
T
T, 7 ARIw sEE ICP
b A =

T Aol weAd. "ol 47l S5 AN e R SAste, 3] A=
FE FE7F 205 Fppne 2 AAaHTE Ao vy, "], Y] SiEel 1.553e EETenvd
EFEA} 0] FEE Zts Aol olammEaNYR WAL, FTF F, AV ZIRFES 4.6g01%00H,
4135 Fppnd] A 23F Flooh 47.359%0 B EToRvEEEN ol iiE e

A 20

Astz) 7], BHFEZUA, 54 2@ wulr)7l A=E 500me] 57+ ] Zelaad A 1994 FEE A

ZB L5 5500 A7, 0CE WZAA 713, ALaA, 2.0g(13mmol)e] ETZFQ 2w ek AH(CF3S0:H)
A7) AstA 71258 e FeA7E A (dropwise) HOZ 1A7to] Ax H7led. He F, X
20C=E ASAA AR 3 wkskgley. 2 9hE&9S 0.12k 3F, 125TolA S/l T/FE 49.7¢% 5
Stk HNRO o)dko] A7) FREe] FARO RN HET]A(H ol Eobn] £) S E (HE N(CH;),],) S 3
o Aol W nk. yEol, A7 FRE 5, V] AEIF FEE (P #3EAHoE 545, *71 |
g §x7F 65 Fppme® HAHJTE Zlo] BT, t&Ke], 4V SFEC] 1.65F%e] EfETFo R
o

Fo] oleaRnlE I TR ‘.—31“ &iE}. TH 5, A7 dRES 5.7go1M

tio
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Ao 21
A7), SFIZUAM, 24 2@ wHkr7F F2E 500mee] 57 el EEkadel] AAld 2004 FEE FHE
45.0gS AN, 0CE W2 712, AEsA, 1.6g(1lmmol)e] EZF o 2|l ZAH(CFS0:H) S A7) A

r

stz 7] 2 RE WS AskA 7= WA (dropwise) HO R 1A|Z o] A Hrlekgdch. Ast 3, &
AEA A 1AIZE FeF 1w o I 9S8AS 0,12k 3, 125ColA FFH3dI] FFHE 40.5

HNRS] o)ste] 4] FHEo] FAROEA HEy] (vl Yol £) ST E(HIINCH), 1) T3tk o]

gHAT. geo], AV FRHE F, AV NE2FF FES (P EFEAYHer 439, AV N2dF 55
7} 2% Fppml 2 AAEATHE Aol WAL, f%el, A7l SFEC] 1.653% EEZFoRveEEAl o
2 TEE ZeUE Ao oamvEIadvE Y. FTFH T, V] FFELS 6.8g01R oW, 27F Hppne]

A2y 559 23.65%99] EYEFOoEMeEeEZil o|&ske

il
s
rir
v

AR 22
22 2 wwky)7F e 500mee] 57 FElEekaaed Al 216 F5E SRE
= WAz, A&, 1.2g(8mmol) o] Eu]EFQ 2wl vha EAH(CRS0H) & 471 A
sPZ7I =5 Wats AetA7l= WA (dropwise) o2 17 A H7bekglit. Aer -, 2=8 20CT=
FEAA 1AZE Fb wRkeink. o whg8elS 0,12k 3F, 125TColA FRste] SFE 31.1ge &

HNRe] ©]5ke] 4] EREo] FAR RN HEety| (el Yol =) T E (HIIN(CH;),]) S Ffatrhs Zo]

4
prL
32
v

e A tSo], A7 F/HE F, AV AEZ3F FEE (P 2FEAHog Al A7) NEax 5%
7} 0. 8%%ppm°i ZaEAhE o] g A, g=ol, AV SHEC] 1.5 ESFezveEEst
ol TEE ZEte Ao oamwuEnd R gAY, FTF &, V] AFEL 3.5g°19e™, 115 %ppn
o A23F FE9 34.253%2 EITFRLEMEEEN ol 2T s ZHi=T),

A 23

FFIUA, 254 9 wNk7F FEE 500mee] 5T frElEEkadel AAld 22004 F5H AV FHRE 2
S SAANAY. ALEEA, 1.0g(13mmol) ] 2l E Aol =(LiN(CHy) . & A7) EetaTol] Fdsta, A=A

AZE ot wRkA I, 2 whg AlE 0,12k 8F, 125TellA SFske], 24.5¢¢ S7=S F583t. H-
NMRell efate] 7] F=el HlEHTIA(Holdotr] =) sk w5 (HEN(Cl) 1) & FEEez didvhs 2ol &
v, Hsol, 7l SsFE T, A7 AE2AE E 0.7%%ppmo| AT, Y=o, A7 SFE T, 7] T

3 P e
B EAE o] 2 FZUt 105 Hppm ©18t2 AT AT Aol wE AT
o] IAFEL 1.3¢019eH, 2.2FFppme NE2FF =59 13.255%9] WeEEZEA o] =58 7=},

_‘0;‘_
F5E Ask HEHI|A(HAE OF‘I]¢)OP3L4 -

TEL 900FHppne] A2IF FEE ZE vAAE
HEZ7 (Yool ) L F5S 7|F o2 3t 525 %% o] tt.

o]
EEToRHEEAS e @t A2 A9sa 7] AAd 12 wRsdt. QAR 1,005 ZFppne]
Aemy wEg 2 vAAE HED) 2 ol ) S E HINCH).]) 1000 0.121% 3, 125Col A

Skl SFE 98g% S5tk HNIRel olste] 7] EREol FAROEA HEY|A(Hd Yo )5}
T EMHIINCHs) 1S ks 2ol weida. tSol, A7 7% F, A7 A=2iy v=c 1P &3

2 dralx

1
i
K-y
lo
ol
s
©
()]
o
ofy
=]

ko]

=

o,
L)
rir
sl
o

gy g
weba] 2 S BEeA Ao B Y dEEAR vigAs sty FEZA, AFE X Folr=e AR
P AFshe Gt Yok
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