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O wiza
CPME | MeTHF| THF | 7ZZ% |5444v| MTBE
ItE 086 085 | 089 ™| 071 ™ 103 " 070 -a
ATHE (FR=1) 345 297 d| 25 al 26 faf 30 T 30
ey [C] 106 802 *d| 66 ta| 3 a| 101 ‘a| 55 a
il [C] <140 -136 | -1085 Ya| 116 ‘a| 12 a| 109 -a
1% (20C) [cP] 057 |046(25C)d| 055 *| 024 *| 131
FERN (20C)  [mN/m] 2517 264 | 173 | 369
ARBH (B)  [keal/kg] 69.2 871 | 981 | 8.1 b 986
I (20C) [kcal’kg * K] 0435 0469 | 0584 | 041 ™
HEX (250) 4.76 697 *d| 758 | 420 b| 224 b
KEDEHRR [C] 83 7 df 64 ¢ 34 | 8 b
e (A% /K, wi%) 83.7/16.3 |89.4/10.6%d| 94.0/6.0 *c| 98.7/1.3 *b| 81.6/184™
KADBRE (23C) [g/100g] 1.1 14(20C) d| o  *a|69(20C) a| o« ‘a| 42 ‘a
BRADKDARE (23C) [g/100g] 03 4(200) d| o b| 12 | o b
Alkm [C] N A1 | 145 fa| 45 fa| 12 fa| 28 ‘a
EKR [C] 180 270 e| 321 ‘al 160180 a| 180 "a| 375 "a
BRER vol%e] TR 1.1 15 ¢ 2 " 17 ‘al 2 af 16 "
al' 99 89 el 118 "a| 48 fa| 22 ‘a| 151 "o

ref;

*a ; International Chemical Safety Cards (ICSC)

o BEINY KTy, Bkt (1989)

o BEIRT Y N Ty, A—4# (2001)

*d; Org. Process Res. Dev., 2007, 11 (1), pp 156-159

*e; Penn A Kem, Methyltetrahydrofuran, MSDS Date: 10/1/2010
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(3) Dean-Stark 5 v Flc &K B #HARK

CRIESMH] KERES-DBRLIECPMEZ TS XOIC AN, Dean-Starkh 5w 7% L TR S € BRI K 3 2 % AIE,
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(4) S7KkCPMED¥ESZ
7KBIFICPME 5009 D¥ETHE R

b
B

kel &5 <g§;i) (i <§§3\)
1 81-84 11 99.3
2 84-105 10 99.9 617
3 105-106 454 99.9 92

HX5REF 24

a5t 498

(5) KBt BERIDIKD S5 DIEYY

[RIESMH] =RICT CPMEEAEMAH (THF, 1,2-D A M +2 T422) Z1ITTRE LI DITKZRML. 2% O — hT10#4R
ES1%. 1 DEHE, REBREMBEIC K GCEB DT,

|

5510%%Z8aF0 815K ] \ N AL R
[L: 10U ERAIRIEK CPMER BB SOKE AR DENRE
EBIC
ESICERLET 10020 3 y——
20% R2=0.9977
80% —,
ﬁ 70% y=e —1.1612x
= 60%
Bl 2 ]
S 50% R2=0.9999
% 40%
CPMER. ke8| 1S 30% - THF
958 KOFTIMEICK ~ 20% —=— 1,2-DME —|
SPEINEIFI5 %I EE 10%
b O(y 1 1 1 1
Bk 0% 20% 40% 60% 80% 100%
NI 2KOEES

(6) CPME & fth D4R D3

CPMELEH T SisH

R . CPME& D AR
& A ki Pt HARE | GSAl: CPME)
Q) (wt%)
7K 100 83 16/84
X2/ —)b 65 63 85/15
CAFILH—REZ— 90 90 67/33
72k FUJL 82 82 63/37
CPME& i L7V Al

TEFR 7+ k. MEK. MIBK

RIEIKIEFR N-N\FH 2 n-\T 22 (OBRY . ~ILT > (OREE)
TI—3>ILER THF. DME

77IJLa—IJLER | IPA

ITRXRFILFR BEEE T F )L

Z ODfth DMSO
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(7) ENEICEBKEDHEFDE(L

Azeotropic Composition

Pressure Temperature Water/CPME
(kPa) (°Q) (Wt%)

101.3 83.0 16.3/83.7

19.1 44.7 19.6/80.4

11.4 34.2 19.5/80.5

7.5 26.1 17.5/82.5

(8) 7 b/ 5E/7K/CPMED53H2

GRIES:MF] CPME 109/ # >/ 35#asK5glc 7 88 (77t b/ MEKCMIBK) % 19, 29, 4972 7N L. 5 CITBEIL LB ITHLKIRED B
ESCITEL. LB (CPMERB) & T8 OKB) D7 /BN E%GCHIT (DREIEENEZ R L,

Vi 4 % MEK MIBK
VEA D 1i7 MEKELE MIBKE Lt
AR R AR
CPMER | & CPMER | /& CPMER | */E
1g 0.49 | 0.51 19 083 | 0.17 19 0.99 0.01
29 0.53 | 0.47 2g 0.85 | 0.15 29 0.99 0.01
4q 0.58 | 0.42 49 0.88 | 0.12 4q 0.99 0.01

X it CPMEDKBANDIEITIE, 7 b R T1~2%. MEK, MIBKRT~1%EE TH oI,
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ref. : International Chemical Safety Cards (ICSC)

*:0rg. Process Dev., 2007, 11(1), PP 156-159

Evaporation Rates of Volatile Liquids by Shell Thin-Film Evaporometer
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(1) CPME& D T — 77 )L DB EE{ LD E AR LE S

Rl S45]

o BEERHR (RAE=/65mI) (T > 7IL20ml

® ERIA. ER. BFIRE. REAIEAM

® AIFEHARI=0,1,3,7,14308. > 7IUN$=2

® HESE | Bfffag.. Klag.ZMA T, £CTcAVEEFAHE ST M U LagTEE (TRRIE1ppm)

800

700

600

500

400

300 == MeTHF

POf& (H202 wt ppm)

=& |PE
200

—a- THF
100

-— (CPME

0 @ ®
0 5 10 15 20 25 30

i (H)

(2) SC-DSCHIEfER

CRIERME] wIVEBAR. ZRSEIT

POfiE FHEFHRE RS
(H202 wt ppm) Q) (J/9)
4.5 128.4 61.4
30.0 122.0 67.0
150.0 129.5 77.9

(3) ARCEHBRIGR

OZET CHSRUEITHNE : 106°CTHINS COH LR, TDHE(HGEL
OEHRTSREICINE : HEHZL



PO 1i& (H02 wt ppm)

(4) BEELIERRICH T B READINR (MEER)

BHTRINE & BER{LNERY

GRIGE S45) 700
Zo AL 40°C, BEFRIRTE 600 b —&— BHT Oppm
---B-- BHT 50ppm

50 N ——

BO0 |
300

200

PO fi& (H202 wt ppm)

T O S

CRIERM]  BAREEACEER

(1) B 38 E :Z100ppmiFiN (2Q) k7 E
B PTS=/I\SMVIVRIVRVEE BEEBN=FJIFILTZV
0 ANNENE £ POTE 20 KANNE & POfE
€ -
" o | E” ot
——PTS £ :
E6N 2 319.2ppm
>
o E—
——— | 2
0 1 1 0 1 1 1 1 1
0 10 20 30 0 5 10 15 20 25 30
BBEH(HE) e (E)

(6) ERMETICHIFBHEAE

~ ZESHEERUAFAFRTFT 2006 FXLTFR) ~
DSCRIE IS BHHAE

G5 1200 .
AmISUSBSRICERL. 2 1000 — 0 CPME o
B > U LTHE 800
S5 B (DSC) B . °
3y 600 o o
R 400
® o
200 o o 4
O O O o
Og 8 © .0 ° . ,
10 20 30 40 50
B R (H)
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(7) MM35tREIC X 518562

~ BEETIAZXFRIZR -BFEF> * OXRILL WIFFIX. FE—E. ##HBE. g *
(20054 EZE) ~

1

A/( SRS VNI ]\>

CPMEZ T A IPESI AV

I—TIVSThIVDEET —5

#waE | CcPMEA) | IPECA) waf CPME(deg) | IPE (deg)
C—C2 1.502 1.504 Ci—C G 115.6 119.9
-G 1.503 1.508 Ci1—C2—0a4 118.3 1121
+C2—0a4 1.368 1.374 C3—C2—04 121.9 116.6
04—Cs 1.417 1.427 +C2—04—Cs 116.5 118.1
1) =< CPME (deg) IPE (deg)
Ci—C2—CG—GCs 168.6 164.8
CG—C2—04—Cs —35.5 —52.4

I—TFIVSIHIVDE R (845 : keal/mol)

ERE(H) | OFHITRILF—(SD)
CPME 44.2 119.9
IPES <AL 40.9 1121
DAFILT—T L CTEkE) 46.4 116.6
-7 FIVLIT—F )b (STHERE) 44.0 118.1
o

¥ CPMEZ Y AIVIE. AEBREERICEIDAREL ERLITLL, L2 T IPE
SIHIVEVEREZE G e IBBRICIIDERICLL W EEZS5NS,

(8) HERREET kY v LKERIC K S BEHMEIIRE

(#Efi]

( CPME 1kg (IE : 99.9% Peroxide : 5ppm) )

@ airfh, 80°C 4hrig#f

( CPME Tkg (i : 99.5% Peroxide : 620ppm) )

GRIESM] 5% Na2S03 5009 X EI#E440EE L. CPMEE DPOfEZ AIE L Tz,

LnERER ([=1) PO{i#& (H20: wt ppm)
0 620
1 116
2 95
3 7.5




@ mrueEs - BED

1) RINBENIRIVF—
CPME THE
1 1
07 07
= 05 = 05
= £
T 04 T 0.4 \\
3% %
> 03 N > 03 ’
N N
f;é 02 : EJ?(Q 02 S D
0195 3 35 4 45 5 55 6 0137354 45 5 55 6 65 7
=E (vol. %) =E (vol. %)
0.19mJ<E<0.22mJ 0.16mJ<E<0.19mJ

GREE:#94%) GRE :#5%)

(2) FiaiRnE

= A ElF#ENE [ m FERE
(Q-cm) (°C) (%)
Cyclohexane 2.1x10" 9 58
Toluene 2.5%X10" 27 54
Xylene 2.8%10" 28 54
CS: 7.5X10" 10 57
CPME 5.0%10° 20 55
AcOBuU 9.2X108 27.7 54
AcOEt 17%107 277 54
MeOH <4.0X%10° 27.7 54
EtOH <4.0%x10° 27.7 54
BuOH <4.0X10° 27.7 54
Acetone <4.0x10° 27.7 54

MEK <4.0X%10° -

MIBK <4.0X10° 277 54
CCls 1.0x10" 95 57

MeFZeT2AUIB=&. BT T3 (1969) £
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(1) 18% HCl (A3—%) (1/1 vol., at 40°C)

99.80 CPME##E (GC%)
99.75 .\-
S 99.70
(V)
99.65
9960 § : . : |
B5ES (h)
(2)18% HCl (F#—%) (1/1 vol., at 100°C)
100.00 CPME#EEE (GC%)
y=-0.5318x + 99.989
9900&\
o 98.00
S 9700 \\
96.00 -
95.00 : ’ X : |
BFRE (h)
(3) 36% HCl (35— (1/1 vol., at 26°C)
100.00 CPME#HiE (GC%)

99.9ooi\\\
99.80 \
99.70

99.60 \\
S

8 10

GC%

99.50 - : -
0 2 4 6
B (h)

(4) 4N HCI-CPME* }33—%)
99,50 CPME#EEE(GC%)

\ 60°C
99.45 ——rt

——40°C
99.40 |
60°C: y=-0.0127x + 99.482
99.35 o y=-0.0012x + 99.407
\. 40°C: y=-0.0052x + 99.358

. . . . DAL T2 (#) B
99304 2 4 6 10
B (h)

GC%




(5) 62% H2504 (35— (1/1vol.)
CPME#EEE (GC%)

100.00
99.90 .\ ——=i

——40°C

99.80
99.70

\‘\\’
99.60 \\
99.50 \
99.40 . ’ - \

//

GC%

0 2 4 6 8 10

CPME#E (GC%)

100.000
99.998 —--=5 [
99.996 ——40C -
99.994
S 99.992
© 99.990
99.988
99.986 \\‘
99.984 2 4 6 8 10
B (h)
(7) Witg & DB
7K (ml) | conc.H2S04 (ml) | H2S0s4 (wt%) |
1 1.0 61.1 SEeEA
1 0.9 58.7 EPALIEN
1 0.8 56.1 LNEA
1 0.6 493 EXESa):
1 0.4 39.8 ENESa)

KIMI+BREEXmI+CPME2mIZRE L. 1098 BROEE
EDHSIEICX=1.0,0.9,0.8,0.6,0.4(ml)  X=09TIFRENEZ
ITKWHAZBICOBL TV,
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(8) 65% ii=bHlE (35—%) (HNO3/CPME=1/10wt., 24°C)

CBIRE S:14) RRbEL (65%) 29% %7K . CPME 20glTiNZ fedp & =38 (24°C) ToBSRIIBIE,
2B B EICH TV 2mIEEREL. 10%NaOH aq. 2mlI&SEE L. GCRIE,

CPME#HE (GC%)

.
99.99 — .

GC%
©
O
&

4 6
B (h)

100.00 CPME#E (GC%)
99.80
9960 |\
_ 99.40 N\
$ 990 \\
99.00
98.80 S
98.60 \\
9840 2 4 6 8 10
B (h)
(11) FUZIVF OEFEE (359—FK) (TFA/CPME=1/10wt., 22°C)
CPME#EEE (GC%)
100.004= <& == <= ¢
99.80
o 9960
3 9940
99.20
99.00 . . .
0 2 4 6 8 10
B (h)

a3



BEICNTHIEEE

(1) 85% KOH (&35—%) (KOH/CPME=35/100 wt., 110°C)

GRIZESAF] CPME 100g1285%KOHNR L 359 MA. 110°COSA TERTHEST FRHHEMEER LT,

100 + + + +
95
90
85
80
75
70
65

60 | | | |

4

K (h)

(2) n-BuLiDFREAD LB

10000

GC%

- ) —o—CPME
1000 y=1285.7e -0.1064x el

\ E0
100
N \ ‘ y=701.25¢ -0.0928x ‘
’ \ \\
1
y=16.561e -0-1129 \.\ T ®n-Buli: 1.6MDN-~FH 8
0.1 on-BulLi: T—7/b=5ml:10ml
\ oI —T R/ —VEE
0.01 L L L L L 1 1 1 |

-10 0 10 20 30 40 50 60 70 80
= (C)

B (h)

O mnxxsrexs

(1) BafNkFRE (2) BAFNEARE
B’ BE(C) ARl RE(ml/I) s’ R (C) FAfNEESRE (ml/))
CPME 18 110 CPME 16 330
THF 21 96 THF 21 390
Tk 18 99 %

* 3R 1 100ml/l (25°C) (B MEE)D
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W =6

(1) YV =v—IVRI
0
O+ 5 O + (O
1 2
Yield of Products(%) Sel.of Products(%)
Solvent 1 2 1 2
THF 448 33.1 57.5 425
THF+CPME 66.8 14.7 82.0 18.0
CPME 81.9 1.6 98.0 2.0
(Ris&] @ 7)) —v—)UEEnEE  Tmol/L
Oz E 0°C s 1BERS + reflux  1BRY
o = TN-HCl * rt

(2) REEEIFIVOLAHERT

0°C % 0.5h CH20H
©7cooa 1 | rs @ >
Solv.

1. {£Ad 1 BB 10mmol. LAH 10mmol, 3HI30ml
2. RIS 1 0°C k3RS
3. ®BnE
OB Kiml=10%HC 20ml—=7k% 20 GRARDED
@7 IVA) IR BEEETF )L 2ml — 40%NaOH 10ml — 7K 5mIGKR/ & B)

& R

Mmoo CPME JIFIVI—TIV o g

BHEE 835 BHE 663 . o

= - e <
a3t 896 | Axt 874
BB 937 ‘
@ KE 4 CPMETI&. ERHID. KITHLF
=E . LC < L\
&5t 978




(3) Z DD KR IGHI-1

THF & RIZEDRISAHEDF S N6

@ tEt—20ER
1L&%—1  52mg(9.04 umol.) #REFE S F. CPME200 ulIEREL., —78°CITAEN, 1.14M
AFIVIFILDY TFIVT—T)UiA&R15.5 ul (17.7 umol.) ZE L. 5oL,

Bn2N Bn2N
)\NBH N)\NBH
AN MeLi N
CPME, —78°C HQ Me

PSR

L&t -1 L& -2

@ LE—4DERK
£E¥—3 21.2mg(94.0 umol) =7 )L IVFES T CPME400 u ITAREL., 0°CITSHEE. it LGHS
1OMAY7EEIVR T Z I LTAA 190 ul (190 umol.) ZINZ. 0°C T3040 LT,

MOMO D/OMOM MOMO OMOM
i-PrMgBr
OHC CPME, 0°C HO
—>
&4 -3 &4 -4

e —6DERRK
{k&4—5 9.7mg(44.3 umol) &7V Y BES . CPME194 p 1T ARR L. SEKEELA5.2 |
(443 umol.) IR, BB TA0DEHE L =

[ Ac20 [
©i CPME, rt
R
NH:2 NHAC

L& -5 L&t -6
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r"/-\"‘-

\ yanyFNAFNI=TN

@tEM—8DERK
{L&¥I—7 10mg (36.9 umol.) ZCPME300 u llTARRLCEMEZEEL <> 77>/ 100mgZ IlA. 50°CT1 2R R L,
f&R THF. CPMEW T NOAEE AL RSB EERIC. B/ BHI=1/1£ 55 F TRISHHETTLTZ
CPMETIE. HROBETAEALT. TSHICSCTIERBHER LA BR/BNY=1/9¢7%%

ETAETRIGHHET LT
MOMO OMOM MOMO OMOM
MnO2
HO CPME 0
—>
&4 -7 {t&4n -8

®Em—10DERK
L&E¥—9 609mg (131 umol.) Z=7)VIVEEKTF. CPME12mITBERE L. 0°CITainEgk. KRR
FUFUL11.8mg (522umol.) EINA. 60°CT12RREHEM LT,

OH
10 LiBH4 ~mMe
0 o CPME, 60°C -~ QH
—>
Me Me OTr
ft&¥n -9 L5 -10
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s & RFALDRIGEEDF SN TH

1. FUNROFIRMED LR ¥dr
OREIATINIMICK BT ILFINERRS
OV IVFIVAYIN=UFTLDIA T IR
0TI FDT7ILFIUE
® 1) 03 UL TOIAREIR MR
® NaBH4Z & B AFRITERER L
oRUAIRICK B FOY ) UL TOMBFEIR YR

2. KRG TOFERH
O/ OATSA RETIVEDRMICEDT I FERK
o ) UEEIC K B2 VLS LU ZDRRE
ORKRT AV ETIVTE FEDRIGITL BC-CREAERMKIE
NI F AL
A OVIESIV(4
O NFWNT ./ —IUBEIRAFIUL
ORSOHDPCICKBRIVARVEEY OT A FERK

3. e RE%EFERT S RILH

® /7 > DNaBHaETTICK B 77 )V a—IVERK

OV IVFIVAYIN=F I LDIA T IVIINRIG

07 FLVETIEDRIG

o Cufit#x LMz b o O OEBEZEEARD S T hIiEL
o n-BuLi®LDAZ UM RIS

O ZEFET F)VDLAHPI-BUAIHIC L %8TT

ONa7 1 R/N— 3 VERRA
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) #i L T HE

1. CPMEIX., FEED6fbS¥micx LT @hicithittae =R L

@ =1LEH2.09%20mIDCPME, F7clF40mIDY TF VT —F JVITERE L.
EEKZ10mIMN A DRI EZ1TE o T,

(0] OH

0 Me
e0 BnO Y ~OMe
HO
OH OBn NH2

CO2Me

—k_?: 0 OH OMOM

OTHP ; : : # ‘ \OMOM

*ERGETITFIVI—TIVC2EHE LTHE L. CPMETIEHE L5 a 0 s#EN R C TH o1

2. CPME(E, FEED5EEMICH LT YT FIVI— T IV L FF DR
ZmLIc

@ LITDtEW2.09% 10mIDCPME, F7lF10mIDY TFILT—T JUITERE L.
EREKZ10MIMNA Dk EZITE o T,

NHBoc

CO2Me
MeO\H)\H/ OMe [><C02H \ 0
0 0 MeO
0
|

OMOM

*ERET, VIFIVI—TIVTIEHELHE S, CPMETIE#HE L& OMERENR CTh o1,

BocHN



© sanHicHT 3BT

(FE8E] 50°CT4RmIRAR. EER(LXRAE. NERRE
(FARE—=X  2x25x50mm)

1) F7S5RAFy IMHICHT BRE

TS RAFy M BETLE (i) N, HIE
Ry7oEL> (PP) 6.3 ©
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