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(e) MERFE# @ cholestane & cholesterol %tk
L, MR LY EUL LN EH W,

(f) FEdEps 0 AGoPd. & NEREEHEIZA Vv e
WEroE—7 @&y HERL, s Ma PdoR
BE, ko PdEE - A NEMERIIRIE D £ —
sEoE Gz,

3. X R ALK

(1) aRHE AH B gas chromatogram
tailing? K/)s % W72 »%, n-hexane»'5z i tailing #¥/]~
Th -1,

(2) FHEKEROIE D [u]- Bk %acetylb L 72 35
4 ETMSH L L 23 ric o THZCHER, acetyl {b
DN ATEERFTH - (R,

Comparison of GLC tracings of pregnanediol
acetylated fractions and TMSi ethers on an

OV-1 column system

18 T T

T

Pd
“ Pd—
\ i
el U
acetylation TMSi ether

9 20 weeks gestation
Pd: 16.8mg 24h

1 BEEDOLLR

(3) column%¥ . stainlessi¥ X glassi¥ (2 £ &[]
~Kefk»acetyl{tdgas chromatogram % .5 &,
it ooy EEe L L ETEICRRCE R G ERAED S LY
v (2, 1),

5 T T : Fmmt —
° | i ; °© i :
5 .
—t f t ——t—t
stainless stee | glass column
T lcolumn ! T
T ; : & i !
| ; ”
I |
; T
—
| - s
2 2
i
—
] |
“+ T
P | |
L ! |
1 4 T
T F —
|
2 ) \ ls |
l [Pd]
Pl AT
W N J .

E2 columnEDEER
1 REFMOLER

stainless steel column

oven injection
temp. block Pd. chol.
(°C) cC)
acety- 205 245 12.5 9.1
lati 210 250 8.8 7.0
ation 215 255 8.0 5.9
205 245 5.2 6.7
TMSi 210 250 4.8 6.3
215 255 4.4 5.7
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glass column

f oven injection

temp. block Pd. chol.

¢y o
acety. 235 275 1.8 16.4
5 o 240 280 14.0 11.6
ation 245 285 12.7 10.4
235 { 275 10.4 10.7
TMSi 240 : 280 7.8 8.3
245 285 6.2 6.4

TMSi @ trimethylsilyl ether

Pd. . pregnane-3a-20a-diol

chol. . cholestane

(4) columnd={f . carrier gas® %2 L, oven
temperature AL 2, acetylfl, TMSi {bLL

, ) % stainless steel L glassd% CGLC by L 7
% DR ER L 0o B
£, stainless sted”‘? TUE210°C, glass’
The b Lk {Pd.* cholestane »*5riff = 71 72 ( 382),

#£2  columnZEHEDLLE

(Gas chromatographie conditions

stainless steel glass
3mm > 200cm
1% OV-1 on 80/100mesh (acid washed, silanized)

chromosorb W

column 3mm X 200cm

oven temperature 210°C 240°C
injection block 260°C 280°C
carrier gas N, N,

flow rate 60m!l . min 50ml~ min
pressure 1.5kg, e 1.1kg “cm?
H, 0.6kg cm’ 0.7kg em?
air 2.0kg “cm? 2.0kg,cm?

(5) NERELAEMTT 0 X B DcolumnF{F T cho-
lestane * cholesterol & {4 4%3?& lidtcholestane 7.0
min, cholesterol 16 . 0min 741, Pd, (254 5Nk

EAgES T~ L Cldcholestanen i 4 4 2 X b o 72,

[EFRAEEZKLDDE

#w B

LB = T
By - e rd o gl A
7o Ls Bk KBRS H B
B, AR I a0d, KR Lo HES s
0, BEAUL#E L, 0. lppmIAF T H A, AL
B, PRk AGERE TR, 0.01ppm
R o b 2w, WRHIE o £ £, F 70
C 'EUQ, ST IR AR TR R
T, At B )",&*,Z\‘:;"J‘féi,
2P HEL I £ B 4 WL

[ AR LK T
o i/iml\ ~b ’ﬁ‘?ii,
v B O TR-T H& )’uﬁ' 3
hB I, BEHEHT S 71?} THEA A9 T % 5, ﬁt{"i‘fk
oy I or ik & L TEC A b IS & S R LT
s ER s ER{bE N Ty 5,

Al oL Lol k UOKEEo 2 KL 0w TERR O W

L LR M T
8 HITACHI

(6) tudkihan 0 Pdig% o v — 7 @20t 4 4 chol-
estaneil@}¥ o & — 7 o) L idPd IE © EORAHBY £ 58
@7 (E3 .

A
@ |
. Standard Curve
g1 30k
5o ]
s 2 ¢
S 2
218 20 .
o @
@l
o2 >
ot
Eis M0
2l
ol ] oo
1D
£ '
ol 0.20.4 0.8 1.8 3.2
ola w«g pregnanediol
3 MEmR

PLE o Beagng it o, GLCOMHT o OV-1 & 3

ELCCHE 2 S, NEMEME L L Tcholestane Vi

I, carrier gas# il Lacetylfl g‘@*f"“, stain
less steel % 7210°C, glass % T13240°C -
L {Pd. Zcholestane #3478 2 4172,
FEFER
(1) E%r, My, & o x FEEE, 18
45(1970)
(2) Woriz, H.H., Cuarroras, S.C.: Anal Chem.
36, 1466(1964)
(3) Parri, AALStEIN, AA. | Steroid analysis
by gasliquid chromatography, 77,
Charles C. Thomas, Springfield, Illinois (1964 )
(4) B kobxE 2 ZERE, 8 1 48(1960)

7 L IKEBD G

wagE* et

208%: BHILEFWAFHIEE

B (BER) &9t L
R A

2. REBHE

2.1 #& i o
HHLAEHEINED EE)Th b,

2082 H B s s gt

BHE BT A T o TR




BEFEEEIZLBHN ITLEKBOMT (879)

iES 7 : HiZ HLA-3 Cd HC LAMP
: Hix HLA-3 Hg HC LAMP
DR R EARRES
ARG SALEEE - 207-0253%2 H Hg 77 2 &L (6
EX AT
2.2 ‘WA E

kOMEBIZOWTHES L, RBFEER) DS F 1YL
B L UKBOGH 2T - 72,
VA F I aizonT
1. £ EHDLFETF
2. HERELD B
(2)kRiz > <
1.8 &4 (ZAifE)
2.FHBRR B & RIE #EF
3. B
4. EWIC L 2 ET

3. KERER
3.1.1 AFIvLDOME
JEFROGECHIE L 2RO R FEILEO BB L 20l
EIXRIIORT L B0 TH D, HFFLHKD S b HHENM
EAEWwe TR TL, AL, FF)TLBLY
BiZOWT, #FIvAIRTITFHERANL, 208
F, FR5H100ppm LT % s 3 FEkidiz s A YERT
522 kM bhrot, IO, BEOREEECTHER
FHET DI EHTE B,

®1 HFAPORETEOBMM

(MAI  ppm)
3T » p | ); 4
s8 1.4
$7 0.6
%1 I
=i 0.14
T H 2.3
74 Ar N 79
A b 57
&% 50
HVD L 9.9
FrUDA 22

3.1.2 EMENER

Ky ERBICHD ERPTIN LRSS LY
wrHkAEELE R, IE0BEEZE5 2 5, P HES
ERICHEETAIARMENDH D ITERIZF I LES LY
T LTHDB, T HH500ppm FFAE L 2B ED FEEIC
B2 EL o RkEE 2B ioRT, # F 1 andkg
#(2,288AHETIEF b Y DL, AN Ll LhhY
KE LHEELL D B, XEEL2 A b 2 Lo BIEMICE
ZABENKEEEAANLEE»E2 ¢HL, F U
L, AN Lk L500ppm LT % ST MELO R E S
EETBILEE L, LrL, @BKEIF LIVt E
WCHFET B2, BTREHBRKZERET2H TR
BELERIE L 20 TR & % b, IHERVS L,
A.PO.C—MIBK (2% F 3w L2 HUH$ 2 Hih by Bk
Hx iz RETE 5,

KB EXEHEE

BURCE )
=)
o

Ca(5.000ppm

0
2000 7560 3000 3500 4,000
HE A
E1 RemE
BERE 22884
G o
=
€
&
e Na
AU
AU
«
& 005
W
= Ca
R
0 7000 2,000 3000 4000 5000
Nag t-(3CaRE (ppm)
M2 XMECLIBRME
3.1.3 %R

iz k27 £(99.9%LL £)0.100g % 2> & o> fEER T %
L, fiif (1+1) 20mlj&gmz7zos, EEKTLL IS
DL LA TH L, L2Hi =T, ZoOKEBHIZ
IZRHEEY 1 & E N T b, Lo L, EBRICHERT %
W20, 1ppm FRETH 05, KPBKTHHLET S
&, FHERIRIE(30.00125F2ME 1 % 2 AHER IBIE 9V 5 &
NEEERANE A, B3 IIRT £ aERx R LA,
0.4% LT TId, BIA/NE L 5 L ) BRRFRE LN,
Intze, BRI E0.5% Rl Tl TREE £ fERT

Xz,
100
T ¥ :Cd
b . Cd H.C. LAMP
BB . TmA
=
#x
# 50
H
&
0 1 2
B (%)

3 HMREOER

HITACHI 9



(880) August 1971 THE HITACHI SCIENTIFIC

INSTRUMENT NEWS

Vol.1d No.d

1.4 BERORAE

RHRR0.5% & F L K 1 LR Go%mm,onmmw

LUF0. 20ppm o WIS R 0 WRICR B L 2 L m,;u[g]a,f
bh . Zi L) B AL, axii“%g"
S5 oha, 2ok, BT L T f&’i uﬁ"fw x

FASN

} 7y B

11 0.0Bppm

4 AFITLRERBHOBRE
50

40|
. Sample No.
pit] o

W K
w
¢

v
Vs
i0 ] //,
Sample No.1
0.024ppm O 1B8ppm
: e 5
v 8! &5

BE (Cdppm)
ESs AFIvLnME

3.2 kiR RE

D il ©

S wy

ABMTAER

| ZERAER
HsE AR L T SR EH S W H 0BT B
T a’* H, WA,
S Ah kR <L AYEIER Tl e
Lz, L, as ka4 522 AR 8L <
LB o, 3é/min WBUETH - 72,

: L A g B e
IR RN R LS R SRR
j21
|

10 HITACH!I

785 TR & A AR, B
- F%utw*%%ﬁféﬁ%mk
. Bihe o 7, BISEATEREI, WGP 5 L OO

SR da bk oA L IBMFLEX 24/ min 2 L 12

6 A#SETACHERER

3.2.2 BHBRR

A A e ACER B O VR L o o TR A e LA B
TE7T LB T, BT s, B8 Bt
Th DA, AL KR X RO mgfsg E7wey LR
OHEY T H S, WEERNA, BMEAY L oEgEEo Lo
B AR s Fun, AMERIRWR ’fﬁr’?} NI A
Pk L Tl L 2 é’é‘%\ S/N= 2 12#4+ 2 8%+
HBR T2 820 B0 TH 5, th, BREBZ
W00ml ThHe4 0, ZTHIDBECHEEL 2L 240

7 SEhoKkERONE(ERRX)

3.2.3 mEHE

R B R 1005 o L o B & 4 4 &, IR
{£0.1ppb, BN TI20.26ppbTH B, - H, E R PR
PEER T 15pph (1.5xg/100ml), BEKC T30ppb ( 3.0

pg/100ml) TH5H,




FEFBAEIZLBHF I YA EKBOME (881)

FTETT7T1

o

L BNEREE IR N N I I T 1\ R

i | % BEHgHCLAMP [} T 1 1§

‘f B 7mA 0 R
T e 100ms IS R FUR AR

ot

ok

o
o

&
|
Wi
L LT
(TR S

o
|

8 BEPOKMERDMEQ2)MEX)

100

#® # B 00ms
A=K D ME

KR (g
9 WMMRArPMEANRRER

N2 XBROKHEBN

b B wERKX BER
BIEARERM (min/ | ) 3 |
KRR (ppb) 0.01 0.025
RIEEHE (ppb) 0.1~15]0.25~30
BHRMKE (CVv%) 3.3 2.5

3.2.4 XEPOTH

ERE, BB LU ANV LRES R L E TN
RRE LRV THDE, THKICEITEERHD
TS INNRELICLE B LN E S EFESSH D20,
RFREHBERERET2HEE LT, 2,587A ios0
BRI 2~ ZoRER, KEislize<Esn 5 n T,
KRN T7F o7 BRABPOKBARMP Iz L FE 2L
nad, Lizh-7T, 158, FHERIZ 05N T, 72, #
w7 L103100ppm ARE £ TA LI TR v,

n3 XEMOTH (M BE)
No.| 3t 7 % | RBOBR | 75>2 | ROBRR
I oL 3.1 5.3 25.8
2 | 0.25NiEEg 44.4 18.1 26.3
3| 05N » 56.5 30.9 25.6
4| 0.5 NFHER 40.2 13.5 26.7
5 100ppmCa 38.8 13.5 25.5

3.2.5 A
B LB+ ZUKBBERCIO T, BRI, BEAREN

FR5ETORE LR L 0 ERREER(CY) ity

T5&, TN#FN3.3%,2.5%ThHbd, ZOEEFEEFR

12, REOGIREELITUCREHULLOTH B,

3.2.6 WO
HEM A R FNECTHALEE L #E L 72,

(1)¥K200m] 25387 5 2 2 I2FEOERYD, HEE(1+ 1)
20ml, @~ AT LlghkMi, BFSHES
FIFEZEL TM#AT 5,

(WD REHEZ 72 LI E D, 5EE, @~ 7>
A7 L1gkMZ, BUMBRT 5,

BV DA MB35 ~45min FEFE T 2 L5124 2 %
T2)% k3,

)i, BREEHBENAL, 75323 28R 2p°
5, BEEILAFEK (10%) 2 HOEEHIEZ 3£ TiH
T¥ 53,

By xFntvovRELA4BmIEMZ, KL A 5HM
DEETLETBTC>E=TKEHFL, A X773 Z
2i12f L, &£F4300ml oy, RABHEET 2,
2L, 0.02~0.06ug/100mlD AT O BIE & 17\,
K EZ 252 A EEI00ml £ X 0, 18 NFiEE25ml, 3
%iEE B —810ml % 0 2 BI5E L 2R 2105 & 0 F
HNTehd, AP KkBrETH 2280, A5y —n
WAREIMEICL CRIEL 2, TREYHMOKEBER
BADLEENTH 5B,

R ERRE
OHERD 4 LE
= 2"
3 Wil
F10 BREOX#BOER
50
® ¥ B 100ms
40 R —YEK 108
8
= 30
= Sample No.1 _®
=R mple No.
10t Sample No.2
0.0150u¢ 0.0356,.¢
0 002 .04 0.06
KR (ug)

Ei1 KD ME
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=4 KEREOREM

M No | KRR (xg) | KIRME(ppbiR W)
[ 0.0150 0.225
2 0.0356 0.535

4. BROEY

4.1 HEEDHPF I A

(DR, AR X L, FHREZ0.5% RIS IRML T LB

hidk B,

(2)100ppm VL bEo WHFwFEo 4

FEWT X D,
(3)500ppm LI |- 777t #%(Na, Ca, K% X)o v 30>

13, Gl ErEH TR 5

FREOBIEIZEEL TFHS L BN ELOBIENER

DHEIZ S 12T,

FOMIE H s L CIEBRmEL K 25h 0, £ 72,
WokELO IR E L TR BEBKRKEREFTOMH»H 5,
125 L BB MER £ ¥, ab, #FIvLakxL
— ML TR E DT B L) FEELA D, T

i, Tz A

FFE R E S LTR AR THEY, BB 2225,

®B5 FHsIUAMIOMEORE

HAFTIEME | 0~100ppm | 100~500ppm | 500ppm LA E

FHOFIE ~ E E3 z
KEBEOWE| F B ~ B E3

4.2 #BEDOKR

(V22 &I32¢ /min @S Th 3,

(2)—-Ato WIS T 5 R, RIHMER, WERAS L
UCHBRERHIEO 2D EBY TH S,
ARFIZEBRRINBRIZZIRBIETH L iz, HE

KIFFERL CHSET 20 » R E £2 505, &, 500

ppb U EORE#BET R L% 32— 3 »27&FL

KB fee, GiBESATREANRIBRKTIHNZXCHCL

THEET B UEP D B,

KEBEIEIZ BT, REIEERMLZZ 2L
TR ERAT 2, 2ok, HIGER» LA L L
D E FWUL LN I2% D X, TRILE Lo B 2 KESA 78
HELTHEZIZE-TLES, ZHECD, KR
TR 5 DRI, oo 7 A KR GRIEREE~ 7 %
S LN E) AHEUTIRIL IR S0 v Fiks
ronTw, LaL, TobERRkoLES ARER D
> Twhb
(DEEF % LIF LS L 2 iuid e & vy
®£ﬂ¢km&buﬁtfwét,m&ﬁzum%*n

ZWTIRILIZAY, IR BnIEnBEELE 2

3,

LA L, ERASCRVIIGHEELH V2 I 2I12L-T,
Sy KK AL L IRy RO EHS TE B I EH b b
ST, ZoliEERACE,

BB

(MEEEREHER | KB (LA&Y) ogHiEk (1970)
(2)Hatch, O. : Anal. Chem. 40, 2085 (1968)

m, Imm
S Ho) s . .
B BRI 7 — 7B HIHEGE AT | AERET v 7 T
7, 5—39 (1970)
60l
e o0 e e
: x
40
& R
&
- E 30}
—{SAMPLE i
= 3 3 = 0.194ppm
320:%’;'” E i 0‘$gepp2° BELE L 20BRE
= ’:**SAMPL - - Ny o
Sl St 4
ECH LAMP)iZ:(LazHS% LAMP) 550 01 02 03 04
¥+4} e e & (ppm)
12 BREBOAVFIIL EI8 AFIDTLOXEBELH
DME:rEAEARBKEICE ELTOMNE
S B E DB
~
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