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M E#E(1) ( cholesterol ) 2 ERAREEESRHEY (steroid metabolites ) »
BIE N B Y A S b o I L&Y RER Jones' BAEIGAL » T EHEIERY 3- BAT L (2
B e » BEREETT BK - g BELRE s ER a, B- REAEGEHG) - e
(1) » 28 -3 B~ R [Efs U By ot -3- ketones ( BRERTEY » 3 ) R EEL
By K E » 4% M8 A E A 5 (Hormones ) ZRBERPERREK -

PR B9 B8 45 £ 4L & 4 (DRI ML EE 2R 7E

5T e

HO

¥ Bk:

(20 LIFEA (20mL) B#E7E50mL Y5 AP VR T 9IS B2 ( choles terol ) AR
( 386mg , 1mmol ) ; 2 I HRCE BOK Y TR A B o W AR T R R
Bl LI K YA HL s HIE 2R o

(b £ AT 8 Wb » — R —Estin Jones' A ( 0.40mL) A IR A 7ES K
Vel 2 o 720 Jones' AAZNF o B BIEH KR TIE [Cr,(SO,) s |ByEL -

(© VAR U LA Z ARG T © |

@) EEBEHERT B8mK (10mL), S EAY L& W Q)BA R TTIK ©

() &% A Buchner sl » JHEEE I8 ( FREEE) » DB 2:1 (B / K) B
B IR AREE ©
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(@ MK (HB2mL) RPEHHOREREGYR » o°-3-ketosteroid 3) AT IR T 7K o
H Buchner ¥ SHFEREE TR U8 & H#8 » M H B o IR RS ERIG& » KB
AL IREVES BRIREY OB M € » BIEER o

() % AR EANGREZERE - WERL S WE)RIEEEL » 3% Student's report |-
BTHME - EEEEREREST AR BEEBAOK IE ( correction) » W REEK
HIBIF o

() HEARLBREBNEB » S TRAP.IN. (HAR  RIREBELEALE),
B HT R EL—L o

FAG)EYAE B S E % £ % ( lab supervisors ) ¥ o

A F B IE S
B 100°C
MEPHERWEME  +1°C
IE Wl (B4 L ) 99°C

EE D BEERZ-GRBRES W MASEE -
BB ="12 &% » R0 EHEM o
TRMAME F-_A H#HteE

rEEg (2- % -1,2,3- N=M » citric acid )EEWHY E B E b 5 HRE »
MRS 5~ 8 MR ; £ TE R UGB ZE SR RN EHE ( Aspergillus
niger ) » AW BEEEN TR AEE » 13 SR ORD B TE B I (b & BL G 1L o

CHz = COOH
l COOH
HO— C— COOH [:j/
f ~COOK
CH, - COOH
MW= 192.12gmol ™! MW= 204.23 gmol ™!

pKi =3.06; pK: =4.74 ; pK; =5.40
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A 2~ 3 YRy BEK 1R ) » B E KA AL I o W BE S MINEIRE -
(b MPEEEREEERNGE -
TR
75 100mL B C b &R M Ba kel » A KHEZE B 100mL BUR e ARk Bt
b 25. 0mL B9 % W B 250mL = Fa BN 7 A B KR o R b In 2~ 3 7%
B EE TR E » A BE SRS SNSRI E S EMERNEE (HE) -
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Student’'s Report
TREA $—m FHe

ot - 3-ketones (BB > 3) &% (mp)

RRMA %$-4 Hpme

@A) FSERE B EE
R S B
TERTH 095 G AL s ( S )
T FLR IS Wb ek T B ( mass )

B R ( citric acid ) &
P B9 KH P % i s
TP B8 B (L Shia R ( i1 )
RE BB B E e ( molarity )

2k

f= 4

WeHE - .

°C

25.0 mL
mL

mol L!

25.0 mL

mlL
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R B I TR B B9 ST TR o i - 131 9SSR EBM K £ 9.93%X 1077 s7 (B 7)o
[H1RE -
A) FHL-131 B9 RE -
® EIEM-131094EH AROERMIRZ -
© EEE—p-131 A9 ERE G ERE FRIEER 30 R R (LIRER) °
O Ea— e B ( Geiger Counter ) A] LI MRBR & 10*feco BAGH B LA
seFTRE(E A - 131 A9 /IME » DISR@&K R ©
[3] —EEOMEERRHERCRYE  HETLEEFH 3.7X10" KEH -

-8 e EC10%)

I 1 B R I 4 TR FES PSRy ST B B B A R T B RN DA
(BBt s ) » BIGE FLEIE R AR %S I JRBE B ( lysolecithin ) #56 » LB B &
8 pHIE o MENEH B » BNIERE ( cholic acid » f&i#8 CA) BH & ( glycocholic
acid » 578 GCA)» 35 AR LARH 98 — B i 22 Al AN I LR A AL 5 9P ] - ARy
B [ AR By B R Ay 7k R B ey 4 B BRI S A 3 T B L > BT S e R JE AT (
HPLC) o

HEBENTEER > RETARBRERNEE : BT A BZETEE—G
HER > FEIRAS WS BE S RE SRR » BT LS - FTeEH
BYRE BB 1SRRG 1B ( CA R GCA) 4t » B MBEHMEE » P —BBIREELE
WMy E (UC) » B—{EBIESAE# (1S, internal standard) o FRIIFEM
&l [ RRHE (UC) ~ IEf: (CA) ~ HIRER (GCA) ~ RIR#ER (1S)] 7 HIFIA
AR BER S HEFTE &AW B ki ( t, Retention Time) ot A K B JEHT
SREE 25 A5 K » B AL B (Efficiency ) BB EF AR (m) BHEE 2.56 X
10* BgmiRkE (N/m) (812.56 x 10* N/m) e

RS A > 3— A8 R 570 P B BT T 2R » A BREE iR $4 188 1mL A%
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o NEE BB PY = REIEHE ( CARGCA) BBSERBIM 1mL % o i
2.7 prmol BYPNEERERE (1S) MASE ERE S » ARG 100#L » LRy SRE
HPLC3 4547 o
CA~ GCAMERAEER (1S) WABRERT F, Response factor) B #%
AV BB BIEHE B ( peak area) FYR FE -
BHEA H&B

Column A Column B

t(sec) t(sec) F Area
Unretained compound — REWKHE(UC) 120 130 - -
Cholic Acid (CA) &l (CA) 380 350 0.5 2200
Glycocholic Acid (GCA) H iR (GCA) 399 395 0.2 3520
Internal standard(i.s.) RE#ERE (IS) 442 430 1.0 2304
THI= 18X F AT AR EE F oyl - '

R:(\/W/z;)x[(a—l)/a]x[lf/(lﬂl)] (1

a’:tg/tl:(tg—to)/(t,~lo)‘ (2)

K=K,=t,/te=(ty—t0) ), S
M A:

@) FEMEREHBLADHSR S a > K » 58 BRI EM — BN B kb » (55
H—EERE (FHEARB ) o EREEMERNATE > AEREHLEY (
, BRABBIHE A% UCH ) TS 2 A8 508 ( B M) o
B) FHEERRE K5G8 ( CAK GCA) NEE o

PR HEALEC175)

A8 B9 BAE N 3 I R % » @@ﬁﬁﬂ<?€ffﬁ%§ﬁ%&~§4zﬁﬁqﬂ%$& o FEZTR,
PRI T LR R —E LR ER< 5 ppm » 1M 5% 5% 75 R BE & 50 ppm o

H %% ( methane burner ) FJEE® BT RR EE TR

[. CH,(@+ 20:(9—CO,@+ 2H,0(

I. CH.@+ 3/2 0.(@—CO®+ 2H,0()



HEHREAN #1628 FERBEA+—SEAA

i
@)

)

®)

CH, 0. Co, Cco H,0
AH® (kJmol™*) —74.9 0 —393.5 —110.5 —241.8
S°(JK'mol™!') 186.2 205.0 213.6  197.6  188.7
<A :
B AH® B ASC BB EEN » A8 EFIMKMEE T = 1500K FeA9 78 % e
HaE | AR IEBY SR (air) » i CH, /0. B4 RESMEEIL (mole ratio )
1/ 205 RREFHR (T = 1500K » P =1 atm ) & 5—& A A2 H-H050 fhe
7 FHBERERLKES 80 % Na + 20 % O o Bk el » el 5 FREOENT »
n(CH,) = 0 - B EEMEOTENMRE » HE il itk —BRAE M -
R IEREEBPT M R T » ST E COMPHET5E o ik CONEFEHXKRE CO,
B E S BALIER /N » R REARKRE A B EHH ( total number of moles)
o % o 3 IR R IRER A9 OOk o
HE ERBEOR T EAE » H5 AR GBS EL D MG [ BEEEM L ; /A
1mol CH./ 4mol O, ] » EH HEH G MFNEFEHXK o
BEE S R7E 1500 KB 28 2/ » ey B Ry oo » T [RIRE 205 K &R (
water vapor ) & SRR AT AE o A MA@ BB T » KR (
water vapor ) BERE#E » 4 AIAHERAM ( fumes) s COMERE [ LB ppm(
ppm by volume ) &R | o

¥w#E FHREE(159)

(D

©)

&)
)

Frontalin ( C,67.58% ; H,9.92%%10, 22.50% ) MW= 142 =—fEh
PR B BB R o TR — M B (Acetal ) » P LI R — 25K FERY GhER
( Sodium diethylmalonate ) & 3- & -2- HE A ( 3- Chloro - 2-methylpro-
pene ) » RB—R BHIP BIEG B o

i F i B9 R ERT AR BRI A » AT DASERT i S a e i e A » T A Bl
B Rk E ( decarboxylated ) B LA % B o &% BH NaHCO, KB K IE B
S, B LIELS A KMnO, KB R IEM B ABERG -

&% B LiAlH, B®RER —FHik &% C ( CHi0) o

Ak & % CH p- toluenesulfonyl chloride AYILBE ( pyridine) BREES » B
Sk ( Sodium Cyanide ) B9 DMSO ( Dimethylsulfoxide ) B 5 » BLE W




%-:-I-.E./E,mﬁ%*ft%iiﬁﬂiﬁﬁt%#%

D ( C:H;N) o

) #ETHRNLADDHEMeMg I K JiE » HABIBLEWE ( CHLO) » HALS 2
(IR) #1700 cm™ B 9% d o

® EMEFTRMSBELTR ( metachloroperbenzoic acid ) 7B b JiE i
4 F ( CsHu0,) o FEMH Wl BB RIS 15 G > fpms Frontalin o

i
LG BOBRE R — 58 » ﬂE%ifﬁA%ﬂGt@{té%B’Mk%%%ﬁ °

FERE FHRILEL 8%)
1~ FEBRE (1 -methylcyclopentene ) R VTR B0 6 B 55 M ( chiral
optically active) ®y&MifL ( hydroborating ) 34#| ( K\BH ) sy » B B T A A3
BEHE > AIUE—EENRESY » RS Yo B AT LA fe R i 6 g SR ER 4 o
[ H.C. Brown., J. Org. Chem., 47, 5074, 1982 ]
Bl M :
W BT RIEETTHEE £ ERE S R o
®) PURES 5 T 49— B o NS PO TR ( configuration) ( RE;S ) o
© EﬁMH%%@%ﬁéﬁﬁﬁ}i@ﬁf@Z@éﬁ’ﬂ@é%E%‘i’ﬁ@fﬁﬁo




HEXFAN Fle2MH +HERBAT=FA

Mék= F_+L2BBERELELRREHR
FRRAMYREHE AL R RE

$— SHREEC10%)
@ (14%4) ™I =1™Xe+e
® (3%) =EE-H&RE Wit

_In2 _In2
—“tl/z and t;4= K

_ 0.693 _
t/2=5.93-10""s ' x 86400sd+ _ o-084d

© (3%) H—-BERE

lngl:kxt

C
Kb Co K C2 BIRIERT 0 B ¢ Ry Ay e fE » PRIt

100 1a-7
In 30 =90,93+-10" "X ¢t

~1.212-10° _
=78.64-10° _ 14-03d

O (3%) —EBRCHERBSHERMENE  HEWHELSD3.7 X 10" ke -
lmc=3.7+107dis 87!
l#c =3.7 - 10* dis s™*

iSllze
_ dN

107*#cx 3.7« 10%dis s ' =3 .7 dis s} == a
B -131 9L EHIUP RT t,4 = 8.08 d X 86400sd™* =6.98 X 10°s

m“_dNXt,/zXat.Wt._3.7><6.98'105><131
Todt In2xN, ~  0.693x6.02-10%

= 8.11-107*g
AR E B FE R W] 5 HE fiRE S 17 B 18 FARE o
ARE R Napoli K22 Benedetti Z#RLE o




Fo+ EBBARMEE AR 3K

F=R HHEEC10%)
BRESTEENSEREERFBALEDR BEHNEN » B SEENEE ST BN
HYu#M o ¥ GBs T EREREEAR > EETRECEENRES PS5
WHER B - BH S TRBNTE S » CHEAEYVEBREE -, B4 EnA
RAGET R > BBEERMEHE ( HPLC) BEIRE— BH M0 5 HTE g o
TEHEBER R 24 ~ 26=/8 » WHLAG S Wi B » B4 HEHE Ray s m
BGREC G ; DHEX AN RE ~ HREARBMEQ » B)K Q" T 2AME & 7Rk i
BE 24 R 2658 B 5 M HIED) A5 75 B SRS R A & 25 & 26 EA B UIMEIE o
@ (FHEMEO.5% » EHER1.05 ) ESSEAORGR  5—% e ( GCA
/CA, is/GCA)BIR> 1.5 NAIR R EREE 25 cm A £ E8mES
B (N/m) EFHEME o
N=2.56x10*x(25/100) = 64x 10?
i a , K, NERAGRX » IEF—HIKIEL REE :
FEA
aoor/on = (399—120) /(380—120) = 279/260 = 1.07
Kéca = (399-120) /120 = 2.32
Rocsjor = (V64X 10%2 /4)x (0.07/1.07)%x(2.32/3.32) =0.91
A iafaca =(442—-120) / (399—120) =322/279=1.15
Kio =(442—120) /120 = 2.68
Riofoca=(+/64x10% /4)x (0.15/1.15)%x(2.68/3.68)=1.9

Agonjon = (395—130) / (350— 130) = 265/220 = 1.20

Koos = ( 395—130) /130 = 2.04

Roojos = ( v/ BEX 10 /4) x(0.20/1.20) x ( 2.04/3.04) = 2.2

®ojecs = (430—130) / (395-130) = 300/265=1.13

Ki. =(430—130)/130=2.31

Risfeon = (/64%x10% /4)%x(0.13/1.13)%x(2.31/3.31)=1.6
HEHBME » REOKR/MER 1.6(>1.5) MR IEMHSBE - (A5KA » HGCA
/ CA¥IR = 0.91 (< 1.5) » RETREESEL ERSBE o FTLUESF BEEB o

® (3%7) EXEREK(1mL) hE8ayETh FARERE



HEHEAR %1628 FEREA+F-EAA

ptmoles, .o/ tmoles ., = ( Area,.. /Area,,) /F
AP FRAFERERT o
Br LA :
ttmoles,.s = | (Area,..s /Area,, ) / F ] X tmoles,,. x ( 1000/ 100)
CA =1[(2200/2304)/0.51x2.7x10=51.6 #£moles
GCA = [ (3520/2304) /0.2]x 2.7 x10= 206 £zmoles

$=A L (17%)
FEWARERZBMBRKRERATEMEEER —SABRPEER - FEARE
B E ~ T RIENT S > DR BB LRH BRENE - XERAT
BE K (GEAE 63 5 64 T o
@w (34)
AH° = 74.9—-393.5— 2% 241.8=—802. 2 kJ mol~*
A,S°=—186.2—2%205.0+213.6+2x 188.7=—5.2 JK"'mol™!
K, =exp[— (A,H° —TA,S°) /RT] ‘
—exp| (802.2-1.5%5.2)/8.314%x1.5]
= 4.62x10*
AyH® =74.9-110.5 -2 % 241.8=—519.2kJmol™*
AxS°=—186.2-1.5%205.0+197.6+2x188.7 =81.3 JK™ 'mol ~*
K, =exp[ (519.2+1.5x81.3)/8.314x1.5]=2.13x10%
B (4% ) HBK.#HK,HEFEL > MRENEHETE2BEALE > At
FHF 2 Dow, =0, Dmoe =25 Ny =8 5 Mooy +Neo =1 ;
No, =2—( 2Ny +1.5060 ) = 0.5n00
© (4%4) #HERMET » REFHONE o ERIE] » MEEHMHH 85850 (ZEN,
BETE) » BREMS YRS ENMYBETTLURE » NBK, <K,
RHKERT ¢ Nio. =Now, T Noy+ 0y, =14+2+8=11
Ky /Ky =PooPo,”? /Poo, =Xoo (X0,P) 2 / X g0y
Xcoy =Mooy /Nwos = (1= 1Ngo) /N =1/11
AR Ky <K: IR neo < N,
(xc0)¥/*=(Ku/K:)(2/P)Y? /11




® (3%)
‘ BT

® (34)

E RS W NSt 3 T ¥ &

=(2.13xX10%x1.414) /(4.62%x10%" x11)
=5.93%x1077
Xeo = 7.06X107%
Nyow =Nog, +Nop +0n, =1+ 4+16 =21 »
Moy =4—( 2ne, +1.5M000) =2+ 0.5ng =2 ;
Neo, = 1 —nco
Kn /K:i = Xo0(X0,P) /2 /X0, = %00 (2/21) 7221 = (42) V¥x,,
Xeo =427 V2K /K, =427* x2,13x 102 /4.62%x10%
=7.11x1077
AR ZARERSERER > EOREAAPAYETSE 1189 » 2Ok

B 21 81519 o NELECRE » COMEE KB .

Xeo=7.06x107°%x11/9=8.63x10"°

[EHWES I

Xeo =7.11x 1077 X21/19=7.86x 1077

B ES FIME R 86 5 0.8ppm o
A&t Modena A 22y Mirone %2 fit o

Fed ABEE(15%)

PERE A B ¥ 5% Frontalin M4 & A BHQHTE A BALE RSB 1B o 7
e RREAS 10 RS 14 EERT WM Z 5B » B7ES 10 Erh ki —m 6
BRRIEIR HE o HAMEESE 10 ~ 14 ~ 15 M5 BURTaR T 4 M WBA] ~ 2% B AR JE B 5

BEAL I IE o

CODEL

N
= 1 a )\/\
7 = cooH

COOEt ) acon
a ‘ B

/ialu,,



HEEEAHN #1628 FERBA+-F1A

4;lxw//\\,/c" < 2)TsC1/PYr 454\\//“\v//0“

b)NaCN/DHSO
[ ¢

a) HeMgl
b) NH,C1
0 I
F
E
luso'
0
0
f= R @
0 = —
0
ll -

A =y =A%

6
@ (24) ® (34)
® (2%) ® (24)
© (14) G (34)
o (2%)

& Bologna A 2A) Todesco F#F#Rft o
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 FEE FRIE(84H)
AR U E R ABA o MBS 6 2

syn MBR ER) YT BE(LES o 258 4 » 6, 16 EHAIFRER @
A) ,B)

i TR RIE » FALR R
SHMPIREMES -

x
‘W

CH,

e

& x
.h

CH;
% -
OH
-
CH,

[o 1]

H,

C) mREWABEsEEE, — BRI S — 5@ 3

R,R>S,S S,S>R,R
@A (4%)

® (24)
© (24)

A # H Napoli k£ Caputo BB o





