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1. —FMAK T HE&EX TP i ik

RB
—ﬁ:—‘:}’ Rl\ sz R3 ﬁb R4 ‘& Q 5&3‘17‘{] CI'C4 }’;ﬂ}-ﬂh{’
Rs % H & CHy; #=
Rg¢ Z H ,‘3&4 Ci-Cis }:';‘E}.&a

OH
R5-
R4
R2 -,
R3 f?l "1
R6

CORHERT 150CHRET, ELBANMRFL2EE/ME
A £

al AR R R BFROTHX, &

a2) vk 55 K A — A 0 BALIEACH 69 7 X,
# X (DA S4Bk,

2. BAER1MFT % APRRFES—ARLEARAEL, A
AAHRRAFE,

3. MABRK1HFTE EF RAELRSE C-Colui.

4. BAER 1 5%, AT 4-8542266-19F LRz 44
1,2,3,6-w9 £.-2,2,6,6-w9 F A wtsZ (THTMP).

5. RAIER 1 7%, L TPeREhRF2RELNE ALO;.
SiOp SiO,-ALO; Ak 3. & 5 ik (cogels). W kB &K b 5.

6. BANZK 189F5%, RAPERANETHREKRARLE X T4
A Z Y& 1-50 mol K& 4./ mol A4,

7. BAZK1HFE, ETREEAHEER 225-350C.
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8. MAZK1MFE EFPREBANENZ 1000-5000 7 Ha.

9. MAEK 1 ¥9F ik, € arEBBEAH RIS B I mAKE
&5k i 4 AT BT R O ik,

10. —F4 & X M a2 eh 7 &

g
R4
ﬁf an,

O-
COEEE—FTHR AT, E&HT IS0CHRAET, AN IF
28 EACH AL L

al)A KRR ARG, RA
a2) A L5 K R A —Ae 8 BACIEAH 6 T X,
st XA AR A, R P Re A&
BBV HEB)T, EKGBAMNALET, HLEXRBILIPTFHXI)
A AT KA
EFZVEC)P, AR K AT 6 X (la)F T K E = H EA X (IID)

e,
HS
R‘Q“ﬁ (1a)

N R

3 I 1

11. ARAEEL 10 6944 2,2,6,6-w9 7 HokwZ-1- 845 (TEMPO)#)
¥, LOBAEF—FRAT, EHTISOCHEET, £&£BRMAY
RF 2B RACHEALH L

al )ARERRBFRATBX, R4

a2) ik &5 K R A —R 8 B AL 1 T X
*t 4-#235-2 2 6,6-v9 T Eog vz AT AR
EHF =T EB)T, ERSBUMNAEAET, RERABENAF 1,2,3,6-
w9 £.-2,2,6,6-v9 F A okrZ (THTMP)i#t AT K 8-

EZE=ZFBC)Y, REMANEHTHF 2,2,6,6-19 FAIRTEACH 2,2,6,6-

- 2 -



w9 P AR -1- B I (TEMPO).

12. BAZRK 10 895k, CORERABGSAE THFHRE,
At B,

13. ERBAKAERAET, 25BMNIRELEEADBILA L
NI E- &g AL BLAC T 84 ) 3k,

14. I A B 45 1 A A E AL S0 X (la) 89 K210 A9 EAL K,
(IIAL&-4 B} 84 A i,
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e i) 2] H

Bt 1,2,3,6-79 £.-2,2,6,6-m3 55 vk ew 4] &
2.2.6,6- R EREE-1- B KR F

FAAT IR,

AL TR —F@id st 6 1,2,3,6- £.-2,2,6,6-13 B A £ &
2,2.6,6-v9 3% kR -1- B K ke 2.2.6,6-v9 F E kR -1-8 &K (TEMPO)# 75
ik, BERARBET, TELEEAMIF2EEALMENRFN LY 4-
£#H02266-mEARTEAATHAFEG., XAXRGEECEHE
2B BALY B F 2B AW EALAME 4-25-22.6,6-v9 BRI LK
8RR, AR AR EACE a6 N-B A 642 b oy B iE,

FEBEA

W ARR-1-8E, #5Z 22,6,6-0FHERR-1-ELAZEAS
BRI F &, CTHRA e E TR R EBRE AR it P
&4 FALEE ).

CAVEE & AR AL 4G B 2 RALIF ) 49,

WX 40, WABL PR Z AT AR N-A&, XEIRL
BT BAEAH. Hlde, £ EP-A-0 157 738 PR RAA LA
M AT AR, #£ ] Org. Chem.1947 5 39 Hé9 % 2356-2360 A ¥4~
BTH -REFTEEASENEAMNER. TEARAE RFHHEL
LA BLZLEHFAR. X—E4504E GB 1199 351 &4 £ EP-
A-0 574 667 FA A, 4B EP-A-0 866 060, # £ AAE# L
BEEEAMGEET, BHE RIS 1,2,3,6-98-2,2,66-00F
AP FALR N-B &, EERLERE,

BREATROEAELEN, FHAEATLRARFEA LT
FH, 2R A TR P ey P LR E B E, LEIMNK 4-

-1-
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F#22-226,6-79FERR(ELELLESH TFRF)FLEEH, BLAKER
1,2,3,6-09 £.-2,2,6,6-0 F AR H 2 — N RAEKET A RAK
B A 2 T A 86 A 3t 47 89 Am T ¥ B [E. Fischer, Chem. Ber. 16,
1604(1883)]. MR F#MHAEELEAH & L A,

EP-A-0 894 790 #3& T —#v 7 i, €24 BHRBBAHNELT,
FTEAPEZBTRHATHA. BEST 300C, LAZBETRER
mECWR, B HEE T LM L.

LmANEEAMNERE, Bl —EHRSEHELHNSETE
pHAAEART 05 3] 2 A¥4s, £k 1 ANFELH, KEBIHA
70%3%, 82%.

SAFPLIRA R, WEAMNBEIITURAERIKIRELFET, T4
B 2B EACHAEACH LI 4-725-02 6,6-m9 BR Aok v S ARBLA A K,
1,2,3,6-99 £.-2.2.6 6-m AR, ZidARALABBHIE,

I RBAKZEKRGET T&E3LFEAMBLRN L1786,
ARAM— TR sb B H A5 B RE, A RELEAESH. BREE
A RE B LA AR B A 89 R R KR EIR T 6. A H ALK R
KARELE R IR, HILFADGEEREFR4ERLE
P E,

B A& EEZTARZE 300C LT,

AR A

AEXPRETRE. AR KAEA BRI ALEEREH K
MARGRILYE, Bldeh 4-52-22.6,6-m9 F R okrz 4 & F a4k 1,2,3,6-
9 £-2,2,6,6-v9 F EALIE, IR T AR B SRAF 69 b R )
% TEMPO # 1%,

AT 4-2452266-RERZHAGEALY THREFZKRE, &
TSR AT, LT BRIST, REFHLEEN TR S,

—7% &, AXRATEAK S5 E X 140

-2



£% R, R, R,# R, 2% BMk3eg C-C, i
R;Z H3 CHy; #
Rﬁ 7%_ H é&. C"Cls %g;

OH
R5
R4
R2 -,
R3 fl‘l R1
R6

COESTISOCHBET, A2E84AMRF28 BB

E
a)UARERR B FRNHX, R#F

10 a2) A5 K A A& A8 B AL 6 T X,
H X (DAL A% LA

C-Cy AR, #lwTHA THE mEA TH & i &
A FA FoREARTARL BEATUZ SN E L.
EXAEPHORAEEZRFTEP, RR PESA-AZLERE

15 &, A& R-RATE
Ry Rt Z &8 H C-C i, ALt 4.

M 4-5522.6,6-v9 F RO H L 1,2,3,6-19£.-2,2,6,6-9 F ot
Z(THIMP)W KA L OFEESH T 150CHRBETELEELBRF

2B A EIH L
20 al )AKER BB FRYBX, HF

-3.-
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ad)ih 5 KRR A A FALEA 6 T X,
¥ 4-725-22.6,6-v9 P E kR BLA,

S HBIALRZ ALO, BRI XK SiO, B, Si0,-AlL0, %t ik
(cogels). AR Si0,-Zr0,. SiO,-TiO,. SiO,-MgO #*EA XA ©A14y

Rb. ARBBRELESZGRLN, BEE EWD. B

B, ARRAFE B R % LK,

#i KA R ALO, Si0,. Si0,-ALO, :&fx. R AREEHE X
G, HAMELH R ALO, # Si0,-ALO, K.

STFRA LS, BT ENBZI, WA—ZEUKAZEFES
8. TUARERARE 6 F X mAK, BT RS S ED (3 4N 0E 5k
B )R BT i 8 B AT 4 89 e N R B GRIE iR IEAL ).

RTARBSZHNRBEER COAURRHXEENENHH
KRB A

ER GBI HGKRER NESEZERMN 1%ER)2 4000
BEFENTHAI R, BRTAERIALTY 100C 6 EREEE
AT S, TGN LR,

Blhe, BITHRERGPAKGZERERET TRY 1%ZE
B)E KY 60%((EZ)MAKER THAT, HHARKLREAZRTT 1-
15%(Z E)EARFHT, RRAREFTRTT 5-14%(FE)ER it
41,

ERBERFRAT, MALERANBNHHEAKELEX O b
HZ Yo Z 1-50 mol K& A/ mol EATH, #73\4KEi%E 2-30 mol K&K/
mol E#TH, JAiLZE 5-20 mol K&K A/ mol AT,

EHNKELR, FLEBETA 100CEH 600C. HKkEEHA 200
'C-500°C, #3AEBLEEA 250C-400C. TRA LoF kAT A
BEA. &I EF 58T AR LKA

BB RBREEEHR 225-350C, #74Eik4 250-300C, HZFfbik
A 260-290°C.
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WRIBEBEGIE, ERRBATERBENOES. REBAHE
HIEE A 500-10000 &, LA 1000-5000 F vE, HFAHLLAY
1000-2000 & #4.

ATELHHETEREOEEBELDTHRERLZEFARRLERN

AR R REGEWFITARAIL.

TRk R RACAREREEN, Flde, ERRPIEFT
ABRENFPARBHHXGE, EEERFTTUAREZERLE
A, &I I A KR —ARFA3)(flowed through).

AZREG BH &K MW7 &

RS
R, R,
RN R, ()
O
COELEE—FTHRAT, EHTIS0CHBET, £2BEMAHH

F 28 f A A L
a ARBER KBS RAHX; &
a2)VA kg K AR —HR ) FABEALH 6T X
2t X (I A HEAT KA,
XD F Rg A5
BFTRB)FT, ERSBARALT, &4 5088 AF 4 X()
oM AT KA
EFHZF RO, AEN KA X () AT 7 KE 7 M FAC AKX (D)

1.
R4 H
2 (a)
3 § R1 :
#4 2,2,6,6-09 FARZ-1-AA(TEMPOYM LB T L BLI6E 5 —

$H% AT, EHTI50CHEBRET, £LEEAMIFL2E RN
AR
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al AKERREEROBR KA
a2)PR 5 A A A8 FACAE AL 8975 K

5t 42 R-2,2,6,6-%0 T RIIRA AT

EFZFRB)Y, EAARANALT, £5RABATHE 1236-

9 £-2,2,6,6-79 F A obr (THTMP)#E 47K 4

EFZHHOF, AEMMNERT 2,2,6,6-19 F AR AAR 2,2,6,6-
v9 9 4 ok 52 -1- 8 A (TEMPO). o

XD AHeg e, HHNR 1,23,6-948-22,66-79 FELR
(THIMP)#) K& R B R G Ssntd 7 ik RBATH. Flde, KRET
ESEH Lk S ST AT, RS AN R LR,
FTMANEALAGK, BHGELERES I LS TRAABRBERAAREZLD
46y, E & “Katalytische Hydrierungen im organisch-chemischen
Laboratorium, F. Zymalkowski, 1965, Ferdinand Enke Verlag Stuttgart”
ik 2 |

SN L g BB TERY 90-150C R ETE AL
iTH, AR AT EBF(ALO- R SiO, KM Eei4d). Mk E
EFHALTERE —&Y 96-98%.

A&7 A ) BRat AT KA, #lde i Pd/C &, PY/C HALM B2 T #4T.
BHHREGIESTAABRBAARACHY, SFHLHFHNE

“Hydrogenation Methods, Paul N. Rylander, 1985, Academic Press” F
AL, |

ERBASHERT, EAARARY ILELAHR: BELEA
30-100C., &AENE 50 €, BFRAFLEBEAHA LY Pd-K Pt-
HEALF). B 5 BALH Z tb—f% s 50-1000 g/g.

Fde b & LERE Y, EATE ONILRTL, FHEH5RRAY
FAN —REHEE, el THAIEMA, 3-REEXTH., £—XEL
ERHFAREA, HO, HMNESEAEILARYTEANAAR, E
Jofk 51 4E EP-A-0 574 667 FHIAFH, BAAAFEAKFLLHLL

-6 -
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FALAE R T R EAH, SRR A A AR A R R R &
JUR. FrRAMBAAR 2R R 2B, Wi, 4584 GB
1 199 351)2 #4482 585 (Bull. Soc. Chim. Fr. 11, 3273(1965)), Rit4i¢
A 2-4R4L 5-4 (EP 488 403)R4 12 & H(EP 0 866 060), 45+ &

55 L= Bev9 LER(EDTA) M 3 45 A% A,

Hit TELREFEMY BAE AR ALETIHITH L.

AANFITHR, KA 1220 mol%%) — A B, e —FAF
BLi(DMF), TR F ik 22.6,6-mwREA%R R L E &AL S0 EAk. 4
4=, N DMF 694 T, L JLINE G 2,2,6,6-v9 7 K k%2 (TMP)
SEZXER LY TEMPO 7. wmiZA A DMF #9t5LT, Bpigfzit
24 DEFR BB AER ARG T K34 TMP EA RA.

g ey iR A BRI B C-C, —h A BRAE, Hikei TR C-C,
ZhABEE, AR E W ABAER = LABAE.

ittt R g C-C, B, A Riae it C-Co8, R
ik % % B A LBbRR o A T BLAE.

H R AE b IR A B R NN-=F X PELE(DMF)f NN-=F
A LB,

AR A B AR AR 1-10 mol%, 4FRIikAEA R 2-5
mol%.

# & 2,2,6,6-09 F HKok2-1-BA(TEMPO)# 4K LT LiE
F—F% AP, £EET 150CHEET E£LEEANRFILEEML
MAEAS &

al)AKERRBFRAT X, RA

a2)k B R A — AL 6 FACEACH 69 7 X,
3t 4-$2-22.6,6-v9 F AR wE 24T KA
EF VBB, AKSEARNALET, HLREBHATFA 1,2,3,6-
w9 £.-2,2,6,6-79 F AL (THTMP)i# AT K4
AFZTHR CO)F, ARABBEALET, AKNMNEMNEF 2,2,6,6-

-7 -
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T AIRIE BACA 2,2,6,6-19 F Kok -1- 2 A (TEMPO).

AE PR TR & AL SR K (la)d AR X DA%
B b AR BEAR 6 AL A

AXPNF—BHAREKRXKEAEGET, £F/ENIIF4

J FACH AR 25 X (IDAL S M HEALBLA 84 A 1.,

& & KA A R BB A LA,

AR EH T X
AYBLIAK & 523641

SLAH) AlL AEBRENEE 4-252266-wF Logrz kA
% 1,2,3,6-19 £,-2.2 6,6-v9 F A skrz

H Sml ALO, LRI EAMB E B E A, MA R B Ri%3EAH HPLC
RFTABHLEE. ERBAARREEmMI 275-300C, EHkig
BT, ARS8 ml// e ER 13%(E )0 4-542266-9FH
RILKIER(Z BT AR)EGMAR LR, £ 6-20 /B4 8 1 4 18
B, W FEMERGHAESBN 500 ml 2R BFHRITLE. HEA
—LEmERMAE S, BANAREI,, EREXALBEPAREEE
BN A B, S 1,2,3,6-m9 £.-2,2,6,6-v9 F R wbew ¢h ik & 34
79%, VA 93%%E B 3K & b T XA AE.

LA A2 AW MMM 4-72-22.6,6-v9 FHIRET A K 1,2,3.,6-
vg £.-2,2,6,6-v9 F K heg

REHThRAGDEHREEZHAR, CEH 800 ml ¥ ALO,
HEACHK], FHam#E) 270-280C. EWRHEAH—-AAD, #@REATLE
T An A 2 vL 150-400 ml/ N EFEGiR E Am 4-52 420 6 6-v9 F Ak
A, EH—Adrte, ERREAREFZN, @B ¥
N 280C KA. BETRENELER IR, HF—A%Z
VR ERGLRE, BH5EE, AAER 1,23,6-WE5H-2266-19F

-8.
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EokrR, JKEHA 73-80%, ST KT 85%.

LA A3 AZHREAMEE 48K 26-—0K236-ZF Aok
VEBLACE AR 1,2,3,6-v9 B-2,6- =T 3-2,3,6-= F Hovke

/ﬁ\
N

H Sml ALO, A EAMA R L B A, A LB ZikA HPLC
FAFABMER, ABANEREEmME 275-300C. AHEB
BT, RFvL 4 ml/ a6 B3 10%(E )8 4-24.26-—2.4-23.6-
EFRARRABER(EBTFAREGEWANEZLE. £10-20 M6 5
Bl 18] ke, iR AR AN 250 ml 5B AL E.

H—F 0B R H de LA Al FrEEAT. HWABTP 1,2,3,6-09 £.-2,6-
ZTA23,6-ZF RN L FH 83%.

SR Ad: A RBERAN 4-58-1226,6- 5 FRARZBAE
. 1,2.3,6-19 £-1,2.2.6,6- 7 F Hbeg

W 5ml ALO; HEALF BEAMA R BB R, A BB %44 HPLC
FZATAEBOKER, ERBNERAREEMmMEF 260-280C. AHiE
BT, AZEA6 ml/ /o6& B 4%(E )8 4-24-12266-2F 4
PRI AKEIR(F B FA)ESEWMRAR L E, £ 10-20 (N8 B E R
B, WSk AR 250 ml S5 BFHFEGSE. H—F
# e LB e LA Al FTRBAT. APART 12,3,6-948-12266-%
FRERR S FTLH 37%.

KB AS: A ZBEIBRKE 4-588K-1,2,2,6,6- 5 F Aok (HPMP)
BLA AR 1,2,3,6-v9 £.-1,2,2,6,6- 7 F Fhokez

-9.
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& Sml ALO, HEALA EANMA BB 5 A, A BB & &84 HPLC
F. TR o, T ERERFFAHOKER. EBREARRE
£ heik B 260-280C, EMBET, H&H A 8 ml+EFARF
0.5 % 4-#23-122.6,6- 5 F AR mAY. 2 10-20 664 &g ) 1%

G, W EMERAHERESA 250 ml 5 BFHETLHSE. H—F

6 )6 2 B he £ Al PTREAT. AHARP 1,23,6-95-1,2,2,66-5
AR 692 4 0 48%.

B) KAt 52345

LA Bl: KEA AR 2,2,6,6-9 F gz

# Sml Ni/NiO-ALO, AR EAMABR LEZAN. HARHZE
A HPLC RAFA B ER. AN, ARG mUs4)T, &B4#H
AFER R Rm#E 250C., BERIE, @ N, LAPRALEL, i
BHEREANZTAEAAHSA 100%. BB, FREAZE 350C
124 30 4%, REME 100C, AMNEBET, AL 42mlh &%/
AN LA Al &9 THTMP. R B, 2L 50ml/44Fedi& E A f 4. BE
ZEWA 110-130C 4 R, KEFLERBIRG 2266-9F A%, 1L
BHCEIJLF A 100%.

F34) B2 ASBREMAAEE 123,6-W9E-26-—C0%k236-=F
AR R A, 2,6-= T 25-2,3,6- = F A9k (DETMP)

¥ 5Sml Ni/NiO-ALO, HALFEABABARBLER. HKAR HEE
BA HPLC RAFABKER, A THEEAN, ABRBEAE N,
K50 ml/min) THEE Zm#AF] 250C. BEEEE, & N, LR
FhRNER, FRIEMALHELZIARIHA 100%. BE, &
BESTE 350 CHRH 30 547, REHK® 100C. A HPLC ¥4 4ml/h
B F A B A3 89 1,2,3,6-095-2,6-—C4%-23,6-=FHMRE., F
B, ¥4 SOml/min #& B RAEEA. RREBBRAFZE 120-130C. K

-10 -
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BILEZZEY, % DETMP K& £kR_E% 100%.

EH#H B3: AL EAEE 1,2,3,6-v95-1,2,2,6,6- 5 F Hukrr
REH R 1,2,2,6,6- £ F Aok (PMP)

# Sml Ni/NiO-ALO, BAFMEABMAR BER, HBRHEH
BH HPLC RFFAMe AR, A THERLN, EBRHAAELE N,
AA(50 ml/min) TR & Em#F] 250C, BEXIE, & N, LA
FhRANEA, HFEHEMERGTLEAAIHAS 100%. G, ¥
=S E 350 C 44 30 548, K5 100C. A HPLC &4 4mlh
B EmN 1,2,3,6-19 £-1,2,2,6,6- . F EubvZ (544 A4/AS HIA M
#8). EB, A 50ml/min 49k BmAEA. REEREFE 110-120
C. REJLFREZE, %8 PMP KEIJLEH 100%.

C)E ALY 3234

x4 CL: 2,2,6,6-v9 F Aok -1- B (TEMPO)#) 4] 4

# 166.7g (1.18 mol) =364 Bl #9 2,2,6,6-79 ¥ Kok "2 (TMP)#= 8.3g
(0.11 mol) NNN-=F A FEEEEAN 1 7 2 HRAM TP, ZBRAEEA T
PR, DRARE. BERBT4 pH wi. FRASHiAtH
WAk Z 70-80C, KRJGE 4 DEFRRE I 263.6g (2.3 mol) 35%#5it &,
KA, RBEDRAYYBERALL 85C. EdmlE, AERA
Mty pH 1AM KE 83 BRI K4 62, FFALRERSHEERBIHR
L., Bimdkre, £ SOCHEHLEHRA 3 DEAMER L TR, il
AA8 G L I R AR, BRI R, JLFRELI TMP,
TEMPO #4ER K% 95%, V&% N-#3k-22,6,6-9 FHRIRAH
SEESA 25%. mAY 85g FMALR BREMIEF, RERE
AT B, TRARIFFERMEES B, EHEFHAKRTBLER.
TERTAERAE THRA PHATTFIR FF 94g TEMPO(FE #® EH 60%)
MEFLE G, KT ART 99.5%.

-11 -
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