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B RUXFILYUILER] Trimethylsilylation Reagents

FUXFIL2UIL{EH] (A5000 ¥U—X)

W7 IV{EHE Acylation Reagents

7329/ Y]

2% e

TvHRILEL7ZERNER

Trifluoroacetic Anhydride
Pentafluoropropionic Anhydride
Heptafluorobutyric Anhydride

N-Acetylimidazole
N-Trifluoroacetylimidazole
1-(Heptafluorobutyryl)imidazole

Bistrifluoroacetamide
N-Methylbis(trifluoroacetamide)

B> U)L{EHl ~Silylation Reagents
RUXFILY UIALRIOME. i, BIRVEEEECDONTIED.ED RUXFILY UJLEEIES SR

FUXFILVU)VAER

1,1,1,3,3,3-Hexamethyldisilazane (=HMDS)
Chlorotrimethylsilane (=TMCS)

TMS-HT

TMS-HT Kit

N,O-Bis(trimethylsilyl)acetamide (=BSA)
N,O-Bis(trimethylsilyl)acetamide Kit (=BSA Kit)
N,O-Bis(trimethylsilyl)acetamide (25% in Acetonitrile) (=TMS-BA)
N,O-Bis(trimethylsilyl)acetamide Kit (25% in Acetonitrile) (=TMS-BA Kit)
N,O-Bis(trimethylsilyl)trifluoroacetamide (=BSTFA)
N,O-Bis(trimethylsilyl)trifluoroacetamide Kit (=BSTFA Kit)

N-Trimethylsilylacetamide (=N-TMS-acetamide)
N-Methyl-N-trimethylsilylacetamide (=N-Methyl-N-TMS-acetamide)
N-Methyl-N-trimethylsilyltrifluoroacetamide (=MSTFA)

N-(Trimethylsilyl)diethylamine (=TMS-DEA)
N-(Trimethylsilyl)dimethylamine (=TMS-DMA)

TMS-Imidazole (=SIM, N-Trimethylsilylimidazole)
TMS-Imidazole Kit (=SIM Kit, N-Trimethylsilylimidazole Kit)

TMS-PZ
TMS-PZ Kit

[ AN

[T0433]
[PO566]
[H0337]

[A0694]
[T0670]
[HO467]

[B0986]
[M0671]

[HO089]
[C0306]
[T0274]
[T0690]

[BO511]
[BO911]
[B0510]
[T0691]
[B0830]
[B0912]

[T0590]
[M0536]
[M0672]

[T0492]
[TO591]

[T0585]
[T0693]

[T0623]
[T0692]



:J)(a'-}ljtjunjﬂjﬁu ........................................................................................................................ 17

1,1,3,3-Tetramethyldisilazane (=TMDS) [T0833]
Chlorodimethylsilane (=DMCS) [C0778]
y%?)b?)lﬂF}lﬁ/U“}ﬂSﬁU ............................................................................................................ '|8
1-(Dimethylethylsilyl)imidazole [D1516]
1-(Dimethylisopropylsilyl)imidazole [D1596]
1-(tert-Butyldimethylsilyl)imidazole [B1043]
TErt-TFIV T XTIV UJUAETI  coeerevvvverreeeeessmmmmmmmnttetee ettt e et e e s ettt e e e s 20
N-(tert-Butyldimethylsilyl)-N-methyltrifluoroacetamide (=MTBSTFA) [B1150]
INCIXTFID T RATFIDZTIUJUAET c+eeeeereevrrmnneeeeesmmmmmmmiitttee ettt e ettt e s sttt e e e e s =3
1,3-Bis(chloromethyl)tetramethyldisilazane [B0990]
Chloromethyldimethylchlorosilane (=CMDMCS) [C0605]
Bromomethyldimethylchlorosilane (=BMDMCS) [B0847]
RUGTIVAOTIZIVTRTFIDIUJUETI coeeeeeeeerrmmmmereeeemmmmmmiiiiteeeeniiiiiie et 21
Pentafluorophenyldimethylchlorosilane (=Flophemesyl Chloride) [P0854]

B I X5IL{tHEl Esterification Reagents

g gy | T [~ PP f=1=)
Boron Trichroride - Methanol Reagent (5-10%) [X0033]
Boron Trichloride - 2-Chloroethanol Reagent (5-10%) [X0032]
Boron Trifluoride - Butanol Reagent (10-20%) [X0034]
Boron Trifluoride - Isopropyl Alcohol Reagent (10-20%) [X0035]
Boron Trifluoride - Propanol Reagent (10-20%) [X0037]
Boron Trifluoride - Methanol Reagent (10-20%) [X0036]
Hydrogen Bromide - Ethanol Reagent (10-20%) [H0959]
Hydrogen Bromide - Methanol Reagent (5-10%) [X0043]
Hydrogen Chloride - Butanol Reagent (5-10%) [X0039]
Hydrogen Chloride - Methanol Reagent (5-10%) [X0041]
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N,N-Dimethylformamide Dimethyl Acetal [D2071]
N,N-Dimethylformamide Dimethyl Acetal [D1332]
N,N-Dimethylformamide Diethyl Acetal [D1294]
N,N-Dimethylformamide Dipropyl Acetal [D1301]
N,N-Dimethylformamide Dibutyl Acetal [D1302]
N,N-Dimethylformamide Di-tert-butyl Acetal [D1303]
N,N-Dimethylformamide Dineopentyl Acetal [D1595]
1-FIVFRID-B-D-RUJD R U T e entetnniiiiiiiiii it o5
1-Methyl-3-p-tolyltriazene [M0641]
1-Ethyl-3-p-tolyltriazene [E0292]
1-Isopropyl-3-p-tolyltriazene [10280]
1-Benzyl-3-p-tolyltriazene [B0949]
T ASIATFIDT AT IUALE +eeeerevvvvvereeeeeeeemmmmmmmiitttete ettt et e e s s st e e e e s s 26
Phenyltrimethylammonium Hydroxide (= PTAH) (8.5% in Methanol) [T3610]
Tetramethylammonium Hydroxide (=TMAH) (10% in Methanol) [T0676]
Trimethylsulfonium Hydroxide (0.2 mol/L in Methanol) [T1576]
3-(Trifluoromethyl)phenyltrimethylammonium Hydroxide (=m-TFPTAH) (5% in Methanol) [T0961]
ey U i Ny s | 1Y [ 5 -1 R TR T T T PP PSPPI 29
Butylboronic Acid [B0529]
Phenylboronic Acid [B0857]
Ferroceneboronic Acid [F0280]
RUGTIVADORYTJUTZTIUABE --vvveveeeeeeeesremsmmunmeeeeemmmiiiiiiete ettt e s e e e 30
Pentafluorobenzyl Bromide [P0809]
BEBAFIVIZATINEBI(TIMS-S TP U RS TI) corernreeeaimniiieiiiiiie i 3]
Trimethylsilyldiazomethane (=TMS-Diazomethane) (ca. 10% in Hexane, ca. 0.6mol/L) [T1146]
A B A 1LY i = T P P PP 32
p-Toluenesulfonyl-N-methyl-N-nitrosoamide [T0323]

HZOthDFILIEEE: Other Pretreatment Reagents

T Gl u B i O T N L0 = PP PP PP 33
0-(2,3,4,5,6-Pentafluorobenzyl)hydroxylamine Hydrochloride [P0822]

iiid G ) E O =TL i LT T PP 34
Pentafluorobenzyl p-Toluenesulfonate (=PFB - Tosylate) [T1204]
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Trimethylsilylation Reagents

NUXF)LTUJLEAI (ABO00 ~U—X)

HRoOIY KIS T14— (GC) lF. EFHEHE. BEABNBEEDODITCELELBAVSNTVET, £, ZORRIE. KDMERSD
DRANELHDDDHDET, TNICHEDT. GCui\‘.ﬂﬁukﬂﬁaﬁ%%%mEB’JI;EDTLEGJD\E:}??ETI‘CE‘CL%EO

A5000 Y U—=ZXDRUXAFILVUILE (TMS 1E) BliF. COLILEMERD DITAICREEESIN GC HEFINER TMS (LAl
TY, CTICBIDHEER. WFNBHAMDOBELLEDROLEHRDOATHY (RIFIEET 1500 L LD S) D—mHa D, 50
ppm U TFICHEDLSICHER. BEINTVLET,

w2 B8 B8 dmI—F
BSA [=N,O-Bis(trimethylsilyl)acetamide] 5mL Vial A5601
TMS-BA (BSA 25% in Acetonitrile) 5mL Vial A5602
BSTFA [=N,O-Bis(trimethylsilyl)trifluoroacetamide] 5mL Vial A5603
TMS-HT (=HMDS and TMCS in Anhydrous Pyridine) 5mL Vial A5604
TMS-Imidazole (=SIM, N-Trimethylsilylimidazole) 5mL Vial A5605

1. BB
2. — IRV ER

ERZERITTERL. PFRAESBRECREFELCILEEN

K& B. O, #REOEMZR(IFTILEEN,

A7V SREZNDHTIZEEIF. RRUCERSBIEYIO0V YUY IZSEBLIES

A7y FVICIFFTTOVERDDILZEERLTVET, z&%ﬁ‘l"é%:\‘ﬂbh{él&*j‘?DJ(C?’QD‘F CBEHNILE
EEEMUCEREINDIDNDGDET, FAINKEVFHAICEVLWI>TIZEL,

3. RmEFm

3.1 BSA [=N,O-Bis(trimethylsilyl)acetamide] 5mL [A5601]

. KBE., NURFVIVERSDEAYOEDN 7S /B, 7IRELOERERILADICHUTHED
JOSI(CHg)s | wammvce., 8c@mo TMS (LICZBLERAS, JO0RIXFILYSYEMEE LTRANST
CH3Cy ETHEATEET,

TNSICHa)s | 7= m. 7= r. B T2/—Ib. AILKVE. TJ—lb. RIRVE. 50 K. REL. K5, 1.
[A5601]
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3.2 TMS-BA (25% BSA in Acetonitrile) 5mL [A5602]

] REBFLFABREFEICEDIEBICHBET DI ENHOF T, IRL. IROFE. H—BREUTERL
/OSI(CH3)3 *7,

CHsC{
NSI(CH3)3
[A5602]
3.3 BSTFA [=N,O-Bis(trimethylsilyl)trifluoroacetamide] 5 mL [A5603]

_ BSA [T UET. BSA &D&iElE. BRI, BRELM . KFRA T VLRI (FID) SHLT
,OSI(CHg)s | BT 9. BSA KDBENTVZMIE. BIERNOBRENAZNDOT, HRHOXMISLLETH

CRsC{ FOBEEBEDICK VT ETT, BILFI/BOTMS{E FIRETS=V. KUVEERF 125 °CT
NSi(CHa)s | 15 9mma cELTLET.
[A5603]

3.4 TMS-HT (=HMDS and TMCS in Anhydrous Pyridine) 5mL [A5604]
4 CHs CHs ™ ANFUXFIVIISH (= HMDS)EHZ OO MU XFILY SV (= TMCS)ZEER P ETHDEUI Y
CH— Si—NH—8i— BRCTY . R, BE7 VESY AORBRBEMHT 2T ENBDFTN. LERERALET,

3 I| I| CH3
CHs CHg
CH, LER]
CH3—$i—CI KBEIGELEFY, 7ILO—)b. 8. AF04K,
CHj
L [A5604] y
3.5 TMS-Imidazole (=SIM, N-Trimethylsilylimidazole) 5mL [A5605]
N [& ]
[) KEEDOHFERIGLET. ZILI—IL. $5. 25704 R, RE.
N
éi(CH:s)s
[A5605]

4. TMS{EAIICDWT

TMSIEBIEEED RUXFILV U IVE (TMSE) ZEoEEWT. GCoO (BEERMEDD . RKRIDA. FIX (XI5
PEZJ/B. 2704 R, RBEEDDH) « RTFR, ROUFY REEDERICBIFDFEHEDRES KUEHRLEYOEE
B (F58. OE. DABKLE) ONERBRIEE. RASBEOLWEETT,

GCICBIFBTMSILEIDFEF ARG, HBRMEBEDKEBE., AILRFVILE, XIVATRE, P /E A= /BBEES
$IEEY. FIZIEHE. ZILd—)b. T /—)b. AFO4R, PE /B XTF R, &BEEFEEETMSI—F )b, TMSI R T/,
TMSFAI—F)U. N-TMSRE L. RICEREFERMELEYICEIRLT. GCOMEZERREICT DI ETYT, Fle. ZOFRFETIE
ARELFEHICEEDRMMEBEZTZIFVMESY BIZIEFD0OVE) PEZETMSIELICKWMEEY (RILRVEIE) ©. $5H0
HEHFFEER (COPITEFRZENZINE. PIVI—ILBRUOFF—I) [LZBEXTBLIEILEL>TTIMSILEZFBTEE T,
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5. TMS{ERIGX

e ROFVILEEY

AIRFVIVEEY
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6. i FAfl

SROH + (CHg)sSINHSI(CHg)s — €S0 5ROSI(CHg)s + NHs

(HMDS)

ROH l\E\/N Si(CHs)3 —— ROSI(CHa) ,\E\/NH
+ —ol 3)3 | 3)3 +
— \

(SIM)

JRCOOH + (CHs)sSINHSI(CHa)s — 1S s JRCOOSI(CHa)s + NHs

RNH, + (CH3)3SiN(CoHs), ——— RNHSI(CH3)z + (CoHs)oNH
(TMS-DEA)

-
RGHCOOH + (CH3)3SINHSI(CHz); — =22 3 RCHCOOS(CHy)s + NHs

NH, NHSi(CHs)3

2RCHCOOH + (CH23)sSINHSI(CHs)s —MCS o JRCHCOOSI(CHa)s + NH3

|
NH—{REEE NH—{REE
RCHCOOH + CHaCI=NSI(CHg)sJOSi(CHy) ————» RCHCOOSI(CHa),
NH, (BSA) NHSi(CH2)3

N

7=

HSCH,CHCOOH + 3(CH3)3SiN(CoHs)y —=20 5
|

NH,
(Cysteine)

5]

(CH3)3SiSCH,CHCOOSI(CH3)3 + 3NH(C2Hs)2
|
NHSi(CH3);

6.1 —MRIRIEE
[1]1 #&. Z)L3—=)b. 25704 RIEE
A 91 mgB KU TMS-HT 1 mLETZIFSIM 1 mLZEFZIE/INA PILICED, BERRUE., IRDFEDDMAICLDREEEF
g (TMS-HTZRWEEA., BE7 VEZOLDOBEMIEULFEIH EERZGCHBELET) »

[21 ZILa—-b. PE/B. PEVEE
A 91 mgB KUTMS-BA 1 mLZFER/INA 7ZILICED . U, IRDFEDDMAICKIDRIGEET T,

6.2 XmAHl
6.2.1 FEE

[1] #E—i

10 mgDFEICTMS-HT 1 mLEMZ . 30MREHRED Tk, ZRETsHMEER. LEREGCHEBELET



[2] MAHRSLCRP_§EE >
MAFEIFER 1 mL ASDEREFHIT BSA: TMCS : EUI Y (1:1:2) 50 L Fzld BSA: TMCS : EU TV (1:1:5) 200
pL ZINX 2B T 45 0. Ffcld 60 °C T 20 pERIMEEET,

6.22 7= /8>

WERED 7 = /B F e (FIEEEIE (5 ~ 10 mg) [CBSAZENX. 80 °C T1~ 28R, F/cldE 90 °C T 0.5 ~ 1 BFREMALE T,
BEEED7 = VBN SBIFEELTER -TMS (D, BEIENSIFFEELTRUR -TMS KD ERULE T,

6.2.3 hFa—N7=vE Y

1mgD/IVIERTYVZTZER MY 0.1 mLISARLE T, TNICBSA 0.2 mL, TMCS 0.1 mLBKUK 2 uLZMAF T
60 CT2lRBRINETEDE N N,0,0"0M-RYZFX-TMSIENESNE T, KZEMABFWVERINICSRBEZELE T,

6.2.4 27010k

[11 EROFYZFOCK
ITFREEDBTVKBEF—MRIIRIEETERIC TMS{EEN5. KEEDAIE (3,11,16,17,20 fiilxE) & TMS{EHI&
ORBHECODVTRELBRIENTLET >, FIZIE. 118-OH [F. BSA. HMDS F/=(d SIM [C10% D TMCS %,
170-OH [CHUTIE. BSA F/zlE SIM [T 20% D TMCS ZEE UTMAET ¥ DIV R—ILDERL TMS {EHIREETN
TLhEg >,

[2] & FAFOA ROXRFYL -TMS {E
(1) ZAFOAR 2mg [CEUYY 0.5 mL EXNFVILFIVIEEEE 8 mg ZI1X. 60 °C T 3 B, FREET—BER
BEEET, NVEVELRHERIFIVCHEE. BEZERSACRRTIEFT. BEC 0.2 mL O BSAEIMNX.
RT3~ 5 BRERGEEET, 118-OH BEZBAF O RICIFAREE LT TMCS % 0.005 ~ 0.1 mL MNZET 7,
(2) AFO4K 0.1 mg [CARFVILFZZTVD 10% EVI VER 50 uL ZiX 60°C T 15 pEIRREEX N FVALEL, T
NIEAMFVLERIZBRDTIC, SIM 50 uyL ZIIZ T, 100°C T2 BREAKMEEE T, AMFIAERIDAIESUTE
AL. Jb—ILbRE TMS fkanEg ",

[3] 25704 RKILEY (Rh) OXFFYL-TMS (£
REHE 5 mL hSBERIMKDE. JU—VT VT REERIEEEEFIC. 10% XNFVILTPIVEBEOEU Y VAR
100 pLZINZ. 60 C TI5 DREARBIEBEANF VAR, EUIVZERTAP CTHRELE. 100 yL D BSTFA:
TMCS (5:1) Zf1X 60 °C T 2 BRRIGEE5EE TMS{ELE T,

[4] FEUxyyy 'V
S8 01 mg [CXMEVILPSVIEEE 5 mg #SBEUIY 50 uL #IX. 60 °C T 3 BERMSEE. 20 fIDAILK=
EEXNFYLAMELET, THIC SIM 50 pL 1 100 °C T 6 BRERMEERUZ -TMS (ELE T,

[6]1 74 hTHYVY P
0.5mg DATOARZ 20 uL D SIMITAREL 100 °C T1HERREIEFIT. ETOKEBED TMS EEN. 6 fiDAIL
RZJIVEEFI /=)L -TMS {fEENF A

7. Xk

C. C.Sweeley, R. Bentley, M. Makita, W. W. Wells, J. Am. Chem. Soc. 1963, 85, 2497.
M. F. Laker, J. Chromatogr. 1979, 163, 9.

J. Marik, A. Capek, J. Kralicek, J. Chromatogr. 1976, 128, 1.

M. G. Horning, A. M. Moss, E. C. Horning, Biochim. Biophys. Acta. 1967, 148, 597.
E. M. Chambaz, E. C. Horning, Anal. Lett. 1967, 1, 201.

N. Sakauchi, E. C. Horning, Anal. Lett. 1971, 4, 41.

J-P.Thenot, E. C. Horning, Anal. Lett. 1972, 5, 21.



H. Gleispach, J. Chromatogr. 1974, 91, 407.
M. G. Horning, A. M. Moss, E. C. Horning, Anal. Biochem. 1968, 22, 284.

)

)

) J.A.Luyten, G. A. F. M. Rutten, J. Chromatogr. 1974, 91, 393.
)

)

J-P.Thenot, E. C. Horning, Anal. Lett. 1972, 5, 905.
N. Ikekawa, F. Hattori, J. Rubio - Lightbourn, H. Miyazaki, M. Ishibashi, C. Mori, J. Chromatogr. Sci. 1972, 10, 233.

TMS{EEDHRHOVRIS L

Column : 007-1
25 mx0.25 mml.D.x0.25 pm
Temperature : 150 °C(5 °C/min) - 220°C(10 °C/min) - 270 °C
Detector : FID
Inj. Mode : Split
Carrier Gas : He 30 cm/s
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Acylation Reagents

B Ky )

Trifluoroacetic Anhydride 20mL/100mL /400 mL [T0433]
Pentafluoropropionic Anhydride 59g/259 [P0566]
Heptafluorobutyric Anhydride 10g [H0337]

~ [ERE 7ZIa—Ib. PEVBEDNUTLAOTEFILE?
e} e} R=CF3 [T0433] e 5 N R . e -

)]\ J\ CF2CFs [PO566] A1 ~5mgZE7 R BIEXFUIYBEEDRR 0.5 mL [TBEFEL. RUT
UT40 CHIETILELEY), BREIDKE. BEEZEXTJ AP THREE7EH
VIREIBEL. GCHBIEULET,

HINBITBIFIKVEHDOESE. NIV AODBBEZREEVTERIT S EHTEFD,

FIIALAZS =)L >

N-Acetylimidazole 25 g [A0694]
1-(Trifluoroacetyl)imidazole 59/259g [T0670]
1-(Heptafluorobutyryl)imidazole 59/259g [H0467]
BRERETTVIMETEE T, EHTDMIFV—IVITEHETT,
v O R=CHs [A0694]
K/NJ( CF3 [T0670]
= R CF2CF2CF3 [H0467]

JwEREFERPEROY

istrifluoroacetamide (=BTFA) 59/259g [B0986]
N-Methylbis(trifluoroacetamide) (=MBTFA) TmL/5mL [M0671]

ZIWA=)b. PEV. FA-IWEENERMET TFALTHIENTEE T,
)]\ )J\ R=Hs; [B0986]

CFy” "N” "CFs  CH3[Mo671]| [fERH %o TFA{L™
R 5~ 10 mg DIEREYER 2 mLBDINA PILEVICED.0.5 mL D MBTFA XL\T 0.5
mLOEUYVEMR. 65°C TH 1 BREF 2RO EEHASMALET, HEDERLRL
SRGIFET. ZOFEE GCHHELFT.
[3Zik]

1) Acta Pharmaceutica Suecica 1970, 7, 309.
2) Acta Pharmaceutica Suecica 1971, 8, 27.
3) Acta Pharmaceutica Suecica 1971, 8, 319.
4) D.W.Armstrong, W. Li, C.-D. Chang, Anal. Chem. 1990, 62, 914.
5) S.D.Selley, L. E. Powell, Anal. Biochem. 1974, 58, 39.
6) F.Bennington, S.T. Christian, R. D. Morin, J. Chromatogr. 1975, 106, 435.
7) M. G.Horning, A. M. Moss, E. A. Boucher, E. C. Horning, Anal. Letters 1968, 1, 311.
8) N.lkekawa, F. Hattori, J. Rubio-Lightbourn, H. Miyazaki, M. Ishibashi, C. Mori, J. Chromatogr. Sci. 1972, 10, 233.
9) H.Miyazaki, M. Ishibashi, C. Mori, N. Ikekawa, Anal. Chem. 1973, 45 (7), 1164.
10) M. Donike, J. Chromatogr. 1973, 78, 273.
11)  J.Sullivan, L. Schewe, J. Chromatogr. Sci. 1977, 15, 196.

_10_
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https://www.tcichemicals.com/JP/ja/p/M0671?utm_source=tci_pamphlet_PDF&utm_medium=referral&utm_campaign=A1104

VIV ERA]

Silylation Reagents

NIXFIL2UIVAEHE]

1,1,1,3,3,3-Hexamethyldisilazane (=HMDS) 25mL/ 100 mL /500 mL [H0089]
Chlorotrimethylsilane (=TMCS) 25mL /100 mL /500 mL [C0306]

ZLDGE. ANFUYXFIVIVSHrESOO0RMIXFIVY S VIFHEICAHL

CHs  ChHs CHs | Snzs, s00RUXFILYSVE. BESRLTRIEKRNZERET S
CHS_\?i_NH_\?i_CHS CHS_\?i_Cl fed. BIRWISEEDNUETY,
CHs CHs CHs
[H0089] [C0306]
TMS-HT (=HMDS and TMCS in Anhydrous Pyridine) 12mL [T0274]
TMS-HT Kit Contents of the Kit: reagent (1mL) vialx8, 2mL empty reaction vialx8 [T0690]
4 CHs CHs h ANFUXAFIVIISHEIOONIXAFIVISUERERDETDEY I VBRT. KEE.

CHy—Si—NH—8i—CH, | PIWRFVIEDTMS{EAELTELBLVSNET, BEh, \IL7 Y EZ Y LOBRER
! ! HTBTEDBOEITH, EBREBALET.

CHs CHj3
CHs
CHs— éi_ cl [—RzRIfERE]
(I3H 1. 3R 1 mg [C TMS-HT 1 mL ZIMAF T (RIGEERE U TIFABTE 2 mL iiD/\1 7 ILH&K
3

WTT), BRUEBIRDFE BIE7VEZVLORBEDITHT D). £BERZ GCITEA

[T0274UTO6%01 ) Uxe. BACE->TRMML. REESES U DUBNBDET .

\_

2.1 mgEEU I 02mL (TBARL.CDBRICTMS-HT 1 mLEMNZAE T, BEBICEE7 VEZULDBEELBIERLET .
BLiRDEY. BETH S PRKER (METHNENATILEZDEEAARITHRAUME : fIZ XTIV b—X, 4R 80 ~ 90
°C. 2~397/). LBRZ GCHBELET,

& Fy MCEENDRIBAER/N\A 7IVISRZZEIAT DIHE(ICIE. H5D UHEHEBEZAVT/I\A 7 IVABZRERECLTEERVTY, HKERDBEF TMS-PZ ZfE
AULETY,

[ FaEI]
ZEWET TMS (ETE35H0

FIA=I @-AFIV-2-FF/—)b. AFFUILTILA—Ib. FUAILTILI—ILEE) Y2, 8 (FyO—2. tOEF—2Z.
fono—2zme) ¥ 7= g T /= (0- ZLY—Ib. m- UV —)b. p- LY=L, RUZLY—L, F7+a=)
BmE) P BEE (REE®B. YUFIVE. FUFVVE. REFREE) U PIUB (YUY, MU=V, EROFYTO
UYHED Dnp AFIVIRAFIVEBEED TMS k) . AF =L 7=y P BBtE8 (XFILIZFILEEED TMS 1) 20, Beinis .
STVBEROE (a-7 NILYIVE. FFYIVEEBEE) 2V, ZILAOCR (BT« OFAVEE) 2. 2504 R 2%,

#1100 C. 1 BEEOIMMT TMS(ETEZH0D

O ABE (D- TU RO—2X -4- D A D- UR—R -5- D ABE. D- T)UT h—2X -6- D ABE. D- )L —2Z -6- O ABE. D- F)L—
2 1-bREBEE) 2 REUFYR (FPFIVU. AV, 9UIY, FAEIIUIY, FIIY, FHYRYY, YFIY,
G I IoEeE) 2%,

AN

a-T NI VB A T HIVEFEEZ TMS T B (C(d. FFINSDAFILEED. RWT TMS-AF Y LFEEIKICTDE GC
TIHERDEONE T, A 10 mg. E ROFVIVFZ I VIEHEIE 10 mg ZEEEU IV 1 mLITBREL. 10 PBEERBICHE LT,
TMS-HT 1 mL ZINZ=RIC 5 PREAKELE T,
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[xiE]
1)

3)
4)

6)

7)

8)

9)
10)
11)
12)
13)
14)
15)
16)
17)
18)
19)
20)
21)
22)
23)
24)
25)
26)
27)
28)

D. F. Zinkel, M. B. Lathrop, L. C. Zank, J. Gas Chromatogr. 1968, 6, 158.

S. Friedman, M. L. Kaufman, Anal. Chem. 1966, 38, 144.

R. J. Ferrier, M. F. Singleton, Tetrahedron 1962, 18, 1143.

R. J. Ferrier, Tetrahedron 1962, 18, 1149.

C. C. Sweeley, R. Bentley, M. Makira, W. W. Wells, J. Am. Chem. Soc. 1963, 85, 2497.
H. E. Brower, J. E. Jeffery, M. W. Folsom, Anal. Chem. 1966, 38, 362.

J. E. Karkkainen, E. O. Haahti, A. A. Lehtonen, Anal. Chem. 1966, 38, 1316.

Y. Halpern, Y. Houminer, S. Patai, Analyst 1967, 92, 714.

RHEIES], E2HEE 1967, 87, 1057.

R.Wood, J. Gas Chromatogr. 1968, 6, 94.

C. C. Sweeley, B. Walker, Anal. Chem. 1964, 36, 1461.

S. H. Langer, P. Pantages, |. Wender, Chem. Ind. 1958, 57, 1664.

Z. Horii, M. Makita, |. Takeda, Y. Tamura, Y. Ohnishi, Chem. Pharm. Bull. 1965, 13, 636.
E.R. Blakley, Anal. Biochem. 1966, 15, 350.

J. P.Shyluk, C. G. Youngs, O. L. Gamborg, J. Chromatogr. 1967, 26, 268.

C. A.Burkhard, J. Org. Chem. 1957, 22, 592.

R. C. Mehrota, B. C. Plant, J. Ind. Chem. Soc. 1963, 40, 623.

IATREE, BEHINS, T IIKE, MIEX, EZED&HKDH 1966, 58, 414.

S. Kawai, Z. Tamura, J. Chromatogr. 1966, 25, 471.

M. Makita, W. W. Wells, Anal. Biochem. 1963, 5, 523.

Z. Horii, M. Makita, Y. Tamura, Chem. Ind. 1965, 1494.

G. E. Martin, J. S. Swinehart, Anal. Chem. 1966, 38, 1789.

C. J.W. Brooks, J. G. Carrie, Biochem. J. 1966, 99, 47P.

T. Hashizume, Y. Sasaki, Anal. Biochem. 1966, 15, 346.

Y. Sasaki, T. Hashizume, Anal. Biochem. 1966, 16, 1.

BITUR, (EAARETF, EOE % B 1968, 13, 735.

IEAFSER, 84ET, # ERAX, REEZE), FF2HEE 1969, 89, 734.

E. M. Chambaz, G. Maume, B. Maume, E. C. Horning, Anal. Lett. 1968, 1(12), 749.
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N,O-Bis(trimethylsilyl)acetamide (=BSA) 10mL/ 100 mL [BO511]
N,O-Bis(trimethylsilyl)acetamide Kit (=BSA Kit)
Contents of the Kit: reagent (1 mL) x 8, 2 mL blank vial for reactionx8 [B0911]

(" CHj Y\ [LEA]
CHs_éi_CHs KEBE, DILRFVIVEESTIEAYOM. 7= /B, 7 REESEREAYICH L THED
i TREECERFET (FI/B PR RER. 72/-)b ALRVEE. T/—uikanm .
)J\ CHg ZIikVE, 27040 RN gE@?, '),
CH3 o—§i—CH3
CHs [—AREI(ERE]
| Bosiimooty HHL 10 ~ 50 mg ZEIRFEICED. BSAEMABRULET . BELCHUTHALRGSEBET
(70 ~ 80 °C, 30 99~ 1 BFRH) o
[ A
2704 R

A1 ~5mgZEEUI Y 0.1 mL [TBEBEL. TMS- A4 =5V —)b (=SIM) 0.2 mL ZIMZ FE2 L. ERIC 30 9~ 1 BEKEBELE T,
BEIFCDFFTCCCHABELVLF T IAMEEDSH DKBEDSSICIEBSA. 700 NUXAFILY TV E—REICAWVWEEFESIHRWVWTTY,
FRAF04 RTIREEIC 3 BRAMER.BSA02 ML ZMNATCEICEREC 2BENELET . BONCEHEBRE GCHBEULET,
KECENEIAIWRZIEFII /—)VTMS T—FI)LEED,. TNSHEERIE GC ICKEFMTY . FEEICOORNIXFILYS
VEMEMR DT EICKDRIGHBESNE T,

k="

TMS- A =4Y—JU (=SIM) : BSA: OO0 KU XFILYSY =3:3:2 (BELL) TTMS{ETDERYHY -TMS- )b h—)LZE
BUET, CDIEE. BSADHFTTMS LT DE 3, 20 BKRU 21 fIDKEEED, F/eBSA: OO0 KNI XFILIYSUTIE 3, 11, 20
BRU 21 fIDKEBEDHH TMS {LETNET .

AWK VBB XV ZDIE
FA—ILFEEHE L. BSAZATHI 80 °C T 10 DEMEL. TMSEZITVLE T,

N,O-Bis(trimethylsilyl)acetamide (25% in Acetonitrile) (=TMS-BA) 12 mL [B0O510]
N,O-Bis(trimethylsilyl)acetamide Kit (25% in Acetonitrile) (=TMS-BA Kit)
Contents of the Kit: reagent (1 mL) x 8, 2 mL blank vial for reactionx8 [T0691]

4 CHs ) REBFREEFSBFREFEICEIDZEBICHDBETDIEDBDET, MEL. IRHhFE, H—aARELT
[
CHy—$i-CHy ERALET,
N
)k C|:H3 [EH]
CH3 O—|Si—CH3 BSAI[CEUZET,
CHj3 .
__ [B0510](T0691] | [_ﬂ‘_mﬁm’ﬂ ‘
1. 58I 1 mg BKU TMS-BA 1 mL ZEIEFE (RBE 2 mL ID/N\A 7 ILHKWVWTT) [C&

DET. BERULEEIRDFEDH. $HVENARICED BFRAFOMY Y. ALAZVEER
125 °C T15 DBEMALET) RIGETTSEDEERRICEDET, ZDEF GCITEALETD,

2. 2704 R 0.5 ~ 1 mg ZEHEBE (EUIV . PEZ MUILIEE) 0.05~ 0.1 mL [SBEEREL.TMS-BA1 mLHRISFEFALE T,
ERICHMET DD, HBIVENATILEZDFFNKAPFTMEARS (FIZEITASIA—)b, AR 78~80°C, 20 0@) €T
GCHEMELET,

A F Y MIBFENDRIGAER/NA 7 IVICEZEAT BBEICIE. HSHUDFHFEBZRVT/I\A 7IVASZREREICLTBKERWVWTT,
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N,O-Bis(trimethylsilyl)trifluoroacetamide (=BSTFA) 5mL/25mL/100mL [B0830]
N,O-Bis(trimethylsilyl)trifluoroacetamide Kit (=BSTFA Kit)
Contents of the Kit: reagent (1mL) vialx8, 2mL empty reaction vialx8 [B0912]

4 CHa ™ BSA [CHEUDH BSA KO BIEM. BRM. BBRMUHE. KRRAF VL HEs (FID) ICXW UL
CHa—S8i—CHs THMTY, BSA KDBENTLVDRIE, BIERYOBRMNEVDT, GC LTHINDBELD
I SHEVNTETT., HCF /BP0 TVMS b BIZRIEFS=. INUVEEF 125 °C T 15
Cl)Hs DEMALEY) [SBELTWVWERT,
CFg” ~O—Si~CHs
CHa L
( [B0830][B0912] | TE/B

BIRUEER 1 mgZN\A7IVICED, PERZ MUV 0.24 mL & BSTFA0.24 mL X E T,
U TARIREICHDETIRDFEEE T, RVTHATR (150 °C) T15 DEMBALFET, 5
g GCHEBIELFT,

[3Zik1

1) KBE, &I, EREDHDI 1968, 65, 679.

2) BMGR, (EXARZETF, EHE % 8% 1968, 13, 735.

3) REFETF CHER LRTH, BRRRIE 1968, 16, 599.

4) F.Shahrokhi, C. W. Gehrke, J. Chromatogr. 1968, 36, 31.

5) E.D.Smith, K. L. Shewbart, J. Chromatogr. Sci. 1969, 7, 704.

6) M.R. Guerin, W.D. Shults, J. Chromatogr. Sci. 1969, 7, 701.

7) K.A.Caldwell, A. L. Tapple, J. Chromatogr. 1968, 32, 635.

8) IEMFES, BAET, H EHRX, REAM@ZE, EFHEE 1969, 89, 734.

9) E.C.Horning, M. G. Horning, N. Ikekawa, E. M. Chambaz, P. |. Jaakonmaki, C. J. W. Brooks, J. Gas Chromatogr. 1967, 5, 283.
10) E.M.Chambaz, G. Maume, B. Maume, E. C. Horning, Anal. Lett. 1968, 1(12), 749.
11) E.M.Chambaz, E. C. Horning, Anal. Lett. 1967, 1(3), 201.

12) C.W.Gehrke, K. Leimer, J. Chromatogr. 1971, 57, 219.

13) C.W.Gehrke, H. Nakamoto, R. W. Zumwalt, J. Chromatogr. 1969, 45, 24.
14) C.W. Gehrke, K. Leimer, J. Chromatogr. 1970, 53, 201.

15) K.Bergstrém, J. Girtler, R. Blomstrnd, Anal. Biochem. 1970, 34, 74.

N-Trimethylsilylacetamide (=N-TMS-acetamide) 25 g [T0590]
i GHs
CHz—C—NH—Si—CH, | [BEFfl
CHs FAIEVE (E¥ZVC)
[To590] 50 mg BEVA I HFAY 50 mg (WHEENHE) ZEBEU IV 10 mLITED L.

N-TMS-acetamide 1.5 g ZilZ. =RT 4 FEMEHRELF T,

[3Zi#k]
M. Vecchi, K. Kaiser, J. Chromatogr. 1967, 26, 22.
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N-Methyl-N-trimethylsilylacetamide (=N-Methyl-N-TMS-acetamide) 10g/259g [M0536]

|O CHs (I)H3 [ﬁjﬁﬁ]]
CHy—C—N—Si—CHy | 75/H&
CI?Hs HEH 1~ 2 mg Z/NA PIVICED. N-Methyl-N-TMS-acetamide 0.1 mL ZiZ &2 L. FET
5 [M0536] PEREHFELET. DUARDBBRULEWVESRIE. 60 ~100 °CICHNALET. RIGHTTIDE
BHEBRELEDFT, TDFFXFGCITEFALET,

Z0fth
7, BB, RUZILO—)b. #8. T/ —Ib. PILFILT Y,

[ER{RLVESSEIA]
MRZRE T TER LTS,
TEMARZFIEL. iU ORIBEICREFEL TS L,
EJZWMAULBENTLIZE L,
K. IRBFURRE DEf7ZRTTIIZE L,

[3Zi#k]
L. Birkofer, M. Donike, J. Chromatogr. 1967, 26, 270.
N-Methyl-N-trimethylsilyltrifluoroacetamide (=MSTFA) 5mL/25mL [M0672]
CHs CHy O BSTFA ¥ BSA KD BEFUN GO FT " BIERMYTH S N- XFIL U TIAOTERPS
CHi—Si—N—C—CF, | K& MSTFA &DBECNEVRIFEZTI DT, E—IDERDZHFFT. 2701 KD
CHs TMS EICBUVITIE. BSTFA % BSA KD HRWMERNGDET 7. 7S VIEHIEZER TMS L
(M0672] TEEY.
[3Zi#k]

1) M. Donike, J. Chromatogr. 1969, 42, 103.
2) H.Gleispach, J. Chromatogr. 1974, 91, 407.

N-(Trimethylsilyl)diethylamine (=TMS-DEA) 25mL [T0492]
N-(Trimethylsilyl)dimethylamine (=TMS-DMA) 25mL [T0591]
H
oHg—tin OO | A
[ CHCHs | 7=/m'™
CHg

HEHIT LT, 100 mol% BED TMS-DEA F/zld TMS-DMA (&I 1.5 ~2.0 mL ZFEHUE
9) ZMZA. MBERUTEEBRELFT ERBRUEIIFIVFIVERRERIAFIVZIZVZ
REBUTCHRETDCENEFULLTT), Al XVEBVEMABHEREEE L, ZOFFGCHBELFT, MEE LT, OO0
RUXFILYSUP N IZOOBBRZDEZNZ D EBICRBVERNEONFE T, KEGT7Z /BUAOEMICEHERTEFI.

[T0492][T0591]

PRAABEAHES
HE (ME2) #EBEU I 0.1 mLITED L. TMS-DEA Fzld TMS-DMA 0.15 mL 8K 200 MU XFILY SV 0.1 mL &#IZ.
EECHEBLEFT.

3kl
E. D. Smith, H. Sheppard, Nature 1965, 208, 878.

K. RihImann, W. Giesecke, Angew. Chem. 1961, 73, 113.
P.S. Mason, E. D. Smith, J. Gas Chromatogr. 1966, 4, 398.
E.D. Smith, K. L. Shewbart, J. Chromatogr. Sci. 1969, 7, 704.

wWwN =

)
)
)
)

N
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TMS-Imidazole (=SIM, N-Trimethylsilylimidazole) 259/100g
TMS-Imidazole Kit (=SIM Kit)
Contents of the Kit: reagent (1 mL) vial x 8, 2 mL blank vial x 8

- LER]
jf» KBEOBERR . B2, 2504 k¥, A1 LP=v . R
N
|
Si(CHa)3
=R
2704 K

A1 ~5mgZEUI Y 0.1 mLITEBEL. TMS-A4 =5 Y—)b (=SIM) 0.2 mL ZIMZZER L. ERIC 300~ 1 HEKREBELET.
BEIFCOEETCCCHBE LETIMNAREEDSHDKBEDIZESICIEBSA. 700 NI XFILY SV E—HICALEIEFSHRWLTTY,
T R2AF0OA RTIFERIC 3 BREME%.BSA02 ML ZMATCEICEEC2BANBELE T . B5NICERBRE GCHAELET,
KECKNEAIWRZIERFI /=L TMS I—FILERBD, TNSFEERIE GC ICKEBMTY, FEICZOOMNIXFILYS
VEMEMA R EICKDRIGHBESNE T,

k= ®

SIM:BSA: ZO00RNUXFIVYSY=3:3:2 (BEH) TTIMSIETDERYY -TMS- IV b—=ILDBERLE T, CDEA.
BSADHT TMS{ETBDE 3. 20 BKU 21 fIDKEED. £/ BSA: ZO0RUXFILIYSUTIE 3, 11, 20 BKU 21 RIOKEEE
DHHB TMS {EENFET .

SIM:BSA: Z00RUXFILY S VICKDTMSIE

[ERLVESEIR]
MRE BT TERAL TSV,
BRUOIREICRELTLZE L,
BIZRAULIENTLIZEW,
. IRBKIUKRIRE DEf7ZR(T T IEZE L,

1) M. G.Horning, A. M. Moss, E. C. Horning, Biochem. Biophys. Acta 1967, 148, 597.

2) IEMRFEER, BAEZ , HERR , RAEZH , BFHEE, 1969, 89, 734.

3) E.C.Horning, M. G. Horning, N. Ikekawa, E. M. Chambaz, P.I. Jaakonmaki, C. J. W. Brooks, J. Gas Chromatogr. 1967, 5, 283.
4) E.M.Chambaz, G. Maume, B. Maume, E. C. Horning, Anal. Lett. 1968, 1(12), 749.

5) E.M.Chambaz, E. C. Horning, Anal. Lett. 1967, 1 (3), 201.

6) M.G.Horning, A. M. Moss, E. A. Boucher, E. C. Horning, Anal. Lett. 1968, 1 (5), 311.

7) L.T.Sennello, J. Chromatogr. 1971, 56, 121.
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TMS-PZ (=N-Trimethylsilylimidazole in Anhydrous Pyridine) 12mL [T0623]

TMS-PZ Kit Contents of the Kit: reagent (1 mL) vial x 8, 2 mL blank vial x 8 [T0692]
i N PEHKBRD TMS EICZIAZFIBLE T, BE. TMSLEIZFERAT BRI ZRRETERT IHE
Q DBEOETH, TMS-PZ BEDBE TR AIEROEEEATEET,
CH3—$i—CH3
CHs [EFRHI]
[T0623][T0692] FED 10% KBRS ~ 10 pL Z TMS-PZ 1 mL FRISEALE T DUFEL T 30 BEIRD Tk,
BERICH 5 DEMET DD, HBHWIE60~70 °CICMEBALET BIREX. 5T+« /—X, ARE60~
70 °C. 15 ). BHBAREL. TOEF GC [TEALF T,
F RISAER/N\A 7 IVICREEIANT BIBEICIE. 5O UHEHBZAVT/\A 7 ILRBZRERECLTHELELNTT,
(B VERSEIA]

NEMARZFIEL. U OIBECREFELTIEE L,
EJEZWMAULBENTLIZE L,
K. IRBFURRE DEEA7ZR(TTIIEE L,

IXFILVUJLAEE]

1,1,3,3-Tetramethyldisilazane (=TMDS) 5mL/25mL [T0833]
Chlorodimethylsilane (=DMCS) 25mL /250 mL [C0778]
CH TMS AKX DEBREDKEVWIXAFIVIY U I—FIVEERZRART DHE
CHg.. _CHj 1 | T9. TMDS £DMCS (A& LTIERT ) E—RICALET.
_SiH—NH—SIiHZ Cl—Si—H
CH3 CHs |
CHs [k LERRIE]
[T0833] [C0778] DMCS [FERICHIND DU TIRIEKRARERELET .

[3ZiEk]
1)  W.R.Supina, etal., J. Am. Oil Chem. Soc. 1967, 44, 74.
2) W.J.A.Vanden Heuvel, J. Chromatogr. 1967, 27, 85.
3)  W.W.Wells, etal. in "Biomedical Applications of Gas Chromatography" ed. by H. A. Szymanski, Plenum Press, New York, 1964, 199.
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IAFIVFILFIL UIVAEA]

1-(Dimethylethylsilyl)imidazole 1g9/59g [D1516]
1-(Dimethylisopropylsilyl)imidazole 1g9/59g [D1596]
1-(tert-Butyldimethylsilyl)imidazole 19/59g [B1043]

EROF2 X504 D GC-MS [CKBBERFICAVET, JORYI SV

N= fHe R=GHs [D1516] Yy, BtE. FOYVRFHVOMMICEVET.
E/N—sli—ﬂ CH(CHs)2 [D1596]
CHs C(CH3); [B1043]

E ROFYRAFO4 ROHARIOVY RFST 4 —EEDI (GC-MS) [CBWVT(E. FEMFANKAEE LT TMS- 1 =5V —)b (=SIM)
BED TMS (LRINMERENTVE TN, RALEYOBEBITET BEIC. ZILI—ILEE T T/ —IUEKBEORRH R
BB ET,

TOESBEREEFS BN THE. BRSNERED, CTICBNTIEBEDY XFILTILFILY UL (DMAS) EEITT >,

CNS5D DMAS EEIIE. TMS- A=YV —ILD—DDXAFIVEZ 7 ILFIVEICEBRULEBDTY ., KBEEDKRIGIE TMS {EEI &
ERICEETEONCERTT QIABEESZIIZKBEEET B8, 100 °C [CNHAT ZHEHSDET).

4T % DMAS T—F )Lk, 5T 2 TMS I—FILEDBREUNEL. HD. GCICBIFBHBEENEWVNTT . TMS {bikED
XFLYIAZ W~ (MU) DHEIC KD KBEOMEN DT ENTEET, MS [CEDXFOA REDEBERNTDES ICHDEEDEE
EEOTVET, JORYISyyy 0% st 00" me oL gRBOMBMMICBERESNTLET Y,

T 1/ —IUEKEEED TMS {b{A(&E. “Sandwich injection” [C&D. GC A YT 3 /HT DMAS {BIKICIRKEIG T D4FEH
#D (DMAS E »TMS BNHTBRIGT ). CORGMEFIALT GC-MS TPV I—IbtkE T 1/ —)UEOKBEEDRBHE 4
[CHESTWVET,

B-TRARSIF—ILDTMS—~DMES D3RRIt

HTFIER-TA RS IA—ILDI(IAFIVIFIVVUIL) A =5V =)L (DMESI) [C KD U UL (Sandwich injection) DEIZRLE T o
[EAFI Gt :B-TRANSIA—I)
I . “Sandwich injection” IC&% TMS = I XFIVIFILY V)L (DMES) 3R IGIRIE
1.B-TARSIA—IL-ERX-TMS- T—FI)VORH: B2 TED/NATIVICB- TAMSIA—)L 0.1 mg ZAN.TMS- A =5V —
JU 20uL ZIATED LE T, BET 30 PERMEEE T,

2. Sandwich injection :
J4A4o0YYYICDMESI0.2 yL. 1. THAE ULEBER 0.1 uL EIC DMESI 0.2 uL DIETEHER L. CNE—EIC GC I[TEAULET,
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O.AZXRo0YRISLA

GC%x# (M1, B2&HAEU)

~‘ -‘ Column : 007-1
25mx0.53mm 1. D.x 1 um
Temperature : 250 °C

1. Bis TMS Ether Detector  : FID:2°x2’, Inj.:300 °C,
2. 3-O-DMES-17-TMS Splitless Injection
Carrier Gas : He 0.3 kg/cmz, 30 cm/s
1 2 3. 3-O-TMS-17-O-DMES
4. Bis DMES Ether
3
4
] JLL J J
L | 1
0 10 20 Time. min 0 10 20 30 fime. min
®1. TMS—~DMES ®2. DMES—TMS

3kl
1) H.Miyazaki, M. Ishibashi, M. Itoh, T. Nambara, Chem. Pharm. Bull. (Tokyo) 1975, 23, 3033.
2) H.Miyazaki, M. Ishibashi, M. Itoh, T. Nambara, Biomed. Mass Spectrom. 1977, 4, 23.
3) H.Miyazaki, M. Ishibashi, M. Itoh, K. Yamashita, T. Nambara, J. Chromatogr. 1977, 133, 311.
4) Y. Nishikawa, K. Yamashita, M. Ishibashi, H. Miyazaki, Chem. Pharm. Bull. (Tokyo) 1978, 26, 2922.
5) H.Miyazaki, M. Ishibashi, K. Yamashita, Biomed. Mass Spectrom. 1978, 5, 469.
6) H.Miyazaki, M. Ishibashi, K. Yamashita, M. Katori, J. Chromatogr. 1978, 153, 83.
7) A.Fukunaga, Y. Hatta, M. Ishibashi, H. Miyazaki, J. Chromatogr. 1980, 190, 339.
8) W=, BIFE, I\A A AT AILOOY NI S T4—515 p.95 ((LZOEEHIEF1325) EEIE (1981).
9) H.Miyazaki, M. Ishibashi, K. Yamashita, Biomed. Mass Spectrom. 1979, 6, 57.
10) H.Miyazaki, M. Ishibashi, H. Takayama, K. Yamashita, I. Suwa, M. katori, J. Chromatogr. 1984, 289, 249.
11)  S.H.G. Andersson, J. Sjovall, J. Chromatogr. 1984, 289, 195.
12) H.Miyazaki, M. Ishibashi, K. Yamashita, Y. Nishikawa, M. Katori, Biomed. Mass Spectrom. 1981, 8, 521.
13) H. Miyazaki, et al., J. Chromatogr. 1982, 239, 595.
14) Y.Harada, H. Miyazaki, et al., Prostaglandins 1982, 23, 881.
[R9iESm]

Dimethylethylchlorosilane
Chlorodimethylpropylsilane
Dimethylisopropylchlorosilane
tert-Butyldimethylchlorosilane
N-Trimethylsilylimidazole
N-(tert-Butyldimethylsilyl)-N-methyltrifluoroacetamide
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59/25g [D0135]
5mL/25mL [D1590]
5mL/25mL [D1594]
5g/25g/100g [B0995]
259/100g [T0585]
19/10g [B1150]
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tert-7F)LIXF )L U)UAEE

N-(tert-Butyldimethylsilyl)-N-methyltrifluoroacetamide (=MTBSTFA) 1g9/10g [B1150]
KEEE, HIVRFVIVE VAT R P Z /B tert- TFILIAF)LY UL (TBDMS)
0] CH3 CHj3 ~
I Lo EICAVET.
CFg—C—N—S8i—C—CHs tert- IF LY X F LS U ) (TBDMS) FEBHAIE. K. Wittig 5. CrOs. RMgX. RLi %
CHs CHz CHj EICHUTRET, BIRVLHERTT . 20D, RAWDER. GC-MS PHELICEL
[B1150] FRAENTLET,

TBDMS {t&l & UTId TBDMS-Cl /A =4 Y —)L/ DMF % " Bi—ig[CAL SN TL
FIH. XIVATRE, 7SI/, ITAKEEDHDKEBELEED TBDMS {bIFHEET T, MTBSTFA (TN SITH U THRRME
TBDMS {LHITY . RiGlE. FETF. 5~ 20 HETHREL. RINEAYEBERE GC ITEAT BT ENTEET.

g@FA—IL>"Y, 7= KUFIVY B IRIFR, s rvky—vA—N—"" Beirmg ¢’ 0 ¢
ROFVIAOYFRSIVEE > L0004 MUTY D, PILFILKRRKVE " O GC BLY GC-MS 7. FORYISY
IUD GC-MS HH7 Y BRUZBRIEA T D GC-MS 9 ¥ K EICHIBETNTVET

[3Z7k]

1) E.J.Corey,etal., ). Am. Chem. Soc. 1972, 94, 6190.
2) T.P.Mawhinney, etal.,J. Org. Chem. 1982, 47, 3336.
3) A.C.Bazan,etal.,J. Chromatogr. 1982, 236, 201.
4) T.P.Mawhinney, J. Chromatogr. 1983, 257, 37.
5) N.G Lay-Keow, J. Chromatogr. 1984, 314, 455.
6) W.F.Schwenk, etal., Anal. Biochem. 1984, 141,101.
7) J.M. Miles, etal., Anal. Biochem. 1984, 141, 110.
8) C.J.Biermann, etal., J. Chromatogr. 1986, 357, 330.
9) T.P.Mawhinney, etal., J. Chromatogr. 1986, 358, 231.
10) T.P.Mawhinney, et al., J. Chromatogr. 1986, 361, 117.
11) M. E. Corbett, etal., J. Chromatogr. 1987, 419, 263.
12) S.Steffenrud, et al., J. Chromatogr. 1987, 423, 1.
13) K.Kim, etal., HRC&CC 1987, 10, 522.
14) S.Steffenrud, et al., J. Chromatogr. 1987, 416, 219.
15) D.C.Landrum, T. P. Mawhinney, J. Chromatogr. 1989, 483, 21.
16) K.R.Kim, etal., J. Chromatogr. 1989, 468, 289.
17)  J.G.Purdon, etal., J. Chromatogr. 1989, 475, 261.

[F9:ESm]
1-(tert-Butyldimethylsilyl)imidazole 19g/59g [B1043]
Allyldimethylsilyl Chloride 10 mL/25mL [A1275]
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J\OXFILIXF)ILU)JUER 16c-ecom

1,3-Bis(chloromethyl)tetramethyldisilazane 5 g [B0990]
[@ A1
?H3 ?H3 B2 Jx/—)L? 27040 R, #
C|CH2—§i—NH—§i—CH20| CMDMCS &FTHWET
CHs CHs
[B0990]
(Chloromethyl)dimethylchlorosilane (=CMDMCS) 259g/250¢g [C0605]
(Bromomethyl)dimethylchlorosilane (=BMDMCS) 59/25q9 [B0847]
CH JNOXF)LVYUILLEEIE. ECD (Electron Capture Detector : EFERHEE) ZAWNT
[ MERS ORINETS &= CIERCHRNTT.
XCHg—g—Cl
CH; X=Cl [C0605] | [@A]
=Br [B0847] . Jx/—)L? 2FOq4R"
[fEEAHI]

NOXFIWIXFIVUINIIFIVF S VARREERT 55 2

BRTEDRSBHRICAFT Y A1 mL, IJIFIVFZ0.075 mL, (J\OXF)L) IAFILoZOO0YS0.09 mL ZESL. BDD
BMUET, EERO0.4 mLZHF 100 uyg ZSOEB T FILBR 0.1 mL [THIX. 65 °C T30 DEERLET. RVWT. THPLHICE
BECHSHL. AFYVEMATCEEEEEEL GC ITEALF T,

[3Zik]
1) C.Eaborn, D.R. M. Walton, Chem.& Ind. 1967, 827.
2) C.A.Bache, L.E.St.John, D. J. Lisk, Anal. Chem. 1968, 40, 1241.
3) B.S.Thomas, D.R. M. Walton, "The Gas Liquid Chromatography of Steroids"ed. by J. K. Grant, p199.

R )AO0T7 T Z)UIXFILUJUAEE ec-ecom)

Pentafluorophenyldimethylchlorosilane (=Flophemesyl Chloroide) 1mL/5mL [PO854]
4 - N [BERE
CHa ZILd—IV$E
F Si-R HE (—HB7ILO—I) BEUIVITED U AV IIAOT TSIV IXFILVULIIFIV
- . CHs PIERYZIILAOTIZIVIAFILI OO0V S VD1 1RERZMAETT. EBICGC-
R=N(CH5CHs); [P090S] ECDAICERTEEX T, GC-MSHMICBVNTHRRE. BIRNFIRHNTTEE TS, 5B, —
| = [B0854] )iWWUEmij—ww%ﬁuzrcfmﬁﬁﬁmétét%ﬁ%mﬁ%ﬁbiio
[3ZiEk]

P. W. Burkinshaw, E. D. Morgan, J. Chromatogr. 1977, 132, 548.
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TA5)L{EA

Esterification Reagents

ERARIR—IK )7 )L J—ILiaR

BCl3 - Methanol Reagent (5-10%) 1 mLx10 [X0033]
BCl3 - 2-Chloroethanol Reagent (5-10%) 1 mLx10 [X0032]
BF3 - Butanol Reagent (10-20%) 1 mLx10 [X0034]
BF3 - Isopropanol Reagent (10-20%) 1 mLx10 [X0035]
BFs - Propanol Reagent (10-20%) 1 mLx10 [X0037]
BF3 - Methanol Reagent (10-20%) 1 mLx10 [X0036]
HBr - Ethanol Reagent (10-20%) 25mL/100mL /500 mL [H0959]
HBr - Methanol Reagent (5-10%) 25 mL /500 mL [X0043]
HCI - Butanol Reagent (5-10%) 1 mLx10 [X0039]
HCI - Methanol Reagent (5-10%) 25mL/100mL /500 mL [X0041]

ERERETATIVERIDOEE. T FERAENICKDEED T T, ARNEERAFHZRULEIN FULLRBIXBMZSRUL TS,

[—ARRIIFIRIEIE]
- R (BIZFZATPUVEERGY /U VEE) 500 mgZzd bEDOEHBEICED. HCI-MeOHZFZ[FBF3-MeOH 1 mLZINZ
9. BRAHEEDII THI0D~1BEMAERLET . TBEFTHHLIE. KBK 1 mLENIFET. RVWTAFTY 1
MLEMZAEUET. ANFYVBRRECCHMARBELET.
CEGERD S U TESNZHMBORPBRE I AT ILELIEE. RBEYESOERED ST XFILDHZEmicrosublimation|C
&oTEBBIAENGDET,
- SHBED S HEBEASAHER D & & 1S (Amberlite IRA-400)[CIRE S H. #ilE L CEEIRFIVELHBET A EDHDET,
- HUtY ROBEIBERITTIE. BEL TEBERERIC LIZEICIZFIVMET 20HLVTIN. IXFILETRICKDEE
IRFIVEBDHENREL—RIETHHMHEFTT .

CH,00CR — CH,0H
CHOOCR  + 3CHOH orers CHOH  + 3RCOOCH;
CH,00CR CH,OH

= &

B. FiE. SEZRHL. BREZELTVLET. BROAENTL BRI EHHDET, KA LE. REEFHOL. +42
FEBDE EICTHECEEL,

[3Zik1
1) Esterification with HCl-alkanol
W. Stoffel, Anal. Chem. 1959, 31, 307.
2) Esterification with BFs-alkanol
L. D. Metcalfe, Anal. Chem. 1961, 33, 363.
3) Esterinterchange with HCl-alkanol
M. E. Mason, Anal. Chem. 1964, 36, 583.
4) Ester interchange with BFs-alkanol
F.E. Luddy, J. Am. Oil Chem. Soc. 1968, 45, 549.
5) Esterification of absorbed fatty acid on resin
Hornstein, Anal. Chem. 1960, 32, 540.
6) Esterification with BCl3-2-Chloroethanol
D. D. Woodhem, J. Agr. Food Chem. 1971, 19, 186.
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IAFIVINILL T = BRI T ILFIL 25—

N,N-Dimethylformamide Dimethyl Acetal 25mL [D2071]
N,N-Dimethylformamide Dimethyl Acetal 0.5 mLx10 [D1332]
N,N-Dimethylformamide Diethyl Acetal 5mL/25mL [D1294]
N,N-Dimethylformamide Dipropyl Acetal 5mL/25mL [D1301]
N,N-Dimethylformamide Dibutyl Acetal 5mL/25mL [D1302]
N,N-Dimethylformamide Di-tert-butyl Acetal 5mL/25mL [D1303]
N,N-Dimethylformamide Dineopentyl Acetal 5mL/25mL [D1595]

INS5OEEY (N,N-Dimethylformamide Dineopentyl Acetal [£BR<) [&. BERFEEICH L TIFIR
FILEBRIE UTERL. I 57ILFILVIRATIVEBZICERULET. P /BRICHULTIE—E

CH;  OR
\N_< BT N- UXFILTS/ XAFLY -0- PILFIVIRFIVEERT BV SEKSBHETT. LFN
cH,  OR SRATHD . BREBVTRETIUE, HBENRETT,

[fERBI1
1. EEBFEOI AL "

R'COOH *+ (CH3),NCH(OR), —> R'COOR + ROH * HCON(CHj3),

ERAER #95 mg ZI\A 7 )bICED. TRAFIVLA] 100 pL ZINZ KT, MRDERTDEARICRKBETTULET. RINKIFZD
FE GC [TEATEFT,

FECBVTRRIDRICBIF DK, M., RROBFEZHEELIE B, FTERIDPICKZER LI B, RINTER. RIWVE
BYHNBRRELCHENERT UERT, AEHDREOEFRDBEEECIFBREZMATHAUMALTRIGEEE T, AEZDEDIFF
CRFEBELFVATEA, BBICK>TEROBRE BIAFEVI Y. XVEY. XF/—)b. JO00MRIA, BEXFL Y,
THF. DMF I5&) ZHAT 2 ERRTRICET ARBZERCEDIENHDET,

22

1.Cuo GC%tt

68 2.Cn Column : 007-1,

2 a 'l 3 Cua 25m x 025 mm 1. D. x 0.25 ym
1 3 .5 4.C1e Temperature : 100 °C - (10 °C/min) - 240 °C
I 5. C1g2 Detector : FID: 2°x2°

6. C1a:1 Injection : 300 °C
7. C1g3 Carrier Gas : He: 0.9 kg/cm?, 30 cm/s
8.C1s
9. Cx0

I .-

L 1 1 1 1 1 | | |
0 2 4 6 8 10 12 14 16 Time, min.
FERFESESYWDDMF-DMAIC KB AFIVIATIVEZOR RIS A
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2. 7 /BEORRE?

R'—CHCOOH R—CHCOOR
| |
iy +  (CH3)2NCH(OR); —— N=CHN(CHjs)2

RISEEYDBRRECHNERBIERTUET, SBORGBEEEIZMMEICTE R NUILHBWTT. BEAEDT S/
BIE7E N NUJILEKR (12 1) 5, 100 °C. 20 PEITRERSERELET. U L7 ANSEYRIEBICRIGHEEELET,
CORBTIET S /BON- IXFIVPZ I AFUYZILFILIZAFILHESNET,
3. N,N-Dimethylformamide Dineopentyl Acetal (=DMF-DNPA)>?
DMF-DNPA [&. BSEIZXFIVERIE UTEREF I AT IVEDMHII B EEDHRETT .

DOBC—NH—CIJH—COOH DDB-OH DMF-DNPA DOBC—NH—QH—COODDB
= _—
CH,CgHs CH,Cl, CH,CgHs
room temp. 46 hrs DOBC=n-C4¢H,40-C¢H4,CH,0-CO-

DDB=n-C12H25-CaH4_CH2'

1) J.P.Thenot, E. C. Horning, M. Stafford, M. G. Horning, Anal. Lett. 1972, 5, 217.
2) J.P.Thenot, E. C. Horning, Anal. Lett. 1972, 5, 519.

3) A.Kirrmann, J.J. Delpuech, Compt. Rend. 1965, 260, 6600.

4) J.J. Delpuech, Bull. Soc. Chim. France 1966, 1624.
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1-7)LF)L-3-p-~UIL MU TP EY

1-Methyl-3-p-tolyltriazene 1g/25g [M0641]
1-Ethyl-3-p-tolyltriazene 1g [E0292]
1-Isopropyl-3-p-tolyltriazene 1g [10280]
1-Benzyl-3-p-tolyltriazene 1g/259 [B0949]
e N 1-7IVF)V-3-p-b UL RU P BV EFAILIRVBO T2 T IUEICBVWTEPH SRR
CH3©—N:NNHR SUTEPHICRGL. BHYESNETSIFET .
ZOMOAEELTIET T/ —IL? AR I/ =k by P 07 ILFILEEIE
R=CH; [M0641] UT. ERMUXRFYFILEZOLADKL S BMEDOFERTAILI—IL Y 2 X LA T
=CHxCH;  [E0292] 52 07 ILFIVEDEEETNTOET.
=CH(CHs); [10280]
L =CH,Ph  [B0949]
[BEFHI]

1.3,5- Y= FORBBHEOXFIVIZFILE D

CH3C6H4N=NNHCH3+ (N02)2C6H3COOH — (N02)206H3000CH3 + N2 + CH3C6H4NH2

1- XF)-3-p- N\UJLRUTE (1.05¢g, 7.0 mM) DI —F)U (10 mL) BRICHKEIDEE (1.50 g, 7.1 mM) DI—F)U (25 mL) &K
ZHOKDMAFT . BLENICIRDFEFT T HlH N MREURIRRIFRLEDFT . Ne DREDEDOOEESIE (10 1 b5
ZEY), I—FI)LBKE SNIERTH O TRIEYMD MLA IV ZEREF T, RUT 5% BT MU D LKBRTH o TREICEKR
U TERUET, I—FTIVEBEUXAFIVIZATIL (1.11 ~1.42 g, 70 ~ 90%. NEEEE. mp106 ~ 107.5 °C) ZEFJ. IT—
FILLhSBERE U TIMRE (mp107 ~107.5 °C) ZBFET, NAELARICLTHIGT 2ZDMD MU P EVICKDZFEDIRTILH
AMTEFT,

2. BIEDOAFIVIRATIVES KU GC ~DIHH

NI O EDE TS A CHEBREBEESY 150 mg Z&ED 1-7ILF)V-3-p-bUILNUFPEYD 10% T—FILiER 1 mL ZIAF T,
KALE 30 DEERUET, BEEANFTT A mL EIEEE(1:10) 1 mL ZEIMZATIRD FEET (CORHADRLET DD THEIEE
BMUTITOCE)e LESKEBUEBNFYVED 1 uL Z GC ITIFALFT,

>kl
1) a) E.H.White, H. Scherrer, Tetrahedron Lett. 1961, 21, 758.
b) E.H.White, A. A. Baum, D. E. Eitel, Org. Synth. 1968, 48, 102.
c) Ukrain. Khim. Zhur. 1952, 18, 631.

2) Ukrain. Khim. Zhur. 1954, 20, 284.
3) Ukrain. Khim. Zhur. 1955, 21, 496.
4) Ukrain. Khim. Zhur. 1955, 21, 628.

_25_


https://www.tcichemicals.com/JP/ja/p/M0641?utm_source=tci_pamphlet_PDF&utm_medium=referral&utm_campaign=A1104
https://www.tcichemicals.com/JP/ja/p/E0292?utm_source=tci_pamphlet_PDF&utm_medium=referral&utm_campaign=A1104
https://www.tcichemicals.com/JP/ja/p/I0280?utm_source=tci_pamphlet_PDF&utm_medium=referral&utm_campaign=A1104
https://www.tcichemicals.com/JP/ja/p/B0949?utm_source=tci_pamphlet_PDF&utm_medium=referral&utm_campaign=A1104
https://www.tcichemicals.com/JP/ja/p/I0280?utm_source=tci_pamphlet_PDF&utm_medium=referral&utm_campaign=A1104

A2 NTLXFIVIATIVEEA]

Phenyhltrimethylammonium Hydroxide (=PTAH) (8.5% in Methanol) 25mL/100mL [T3610]
Tetramethylammonium Hydroxide (=TMAH) (10% in Methanol) 25 mL/100mL /500 mL [T0676]

Trimethylsulfonium Hydroxide (0.2mol/L in Methanol) 5mL/25mL [T1576]
[+ ~ [y ~ [, _
N=CH; OH CHs;—N—CHz OH S OH
| | CH3 CH3
CHs CHs
[T3610] [T0676] [T1576]

HZRoOv3 IS TORBTIEEICHIF D X FILEE] (On-Column Methylation) & L T D Phenyltrimethylammonium Hydroxide
(20-25% in Methanol) (=PTAH) & Tetramethylammonium Hydroxide (10% in Methanol) (=TMAH) OIGBAHIZLRICRUE T,

[fERBI]
EBIFEEDXFILI AT ILLE

AR E CHBRIIBRIEDSWVIEBIHEED GC DFICIEI T IYXIVICKDIATIVEDRLLITHONTVET., UL LIEHS, D
HEFBM. BREEDNDHDOFRICEFRVE#EL., FERRVBDEENICIFEFREIVLVRRDBSHDFT,

PTAH [& “On-Column Methylation” [CKZEBMT. RINFEENITRPLHSETUERT . Fle. Z2HORTHEIRWVLWHEETT,
BIZ(E Middleditch 5 * [ZBERHESESY 1 mg £Z=BT PTAH D 0.2 M X%/ —JUEK 0.5 mL ITEN L. ZD 1 mL EZDEFHH
SIEZBIGEAUAFIVIATIVAD D BEICIFHERZBTCVET . COBEORINEREE. ERTERUCEBO I T ZIL MU XFILT
VEZULED, [UEERTOEDRICKID. TRFIVERIENE U TIAFIVZZU Y ZERT DD EHRSINTVET,

TMAH D{ERAFIE LTIE Robb 5 Y ICKBAILRYBDIZATIE®. TUV EUS I VEEDXF)IUEADISHES Y Bidb T,

NKIVEY —VEEED X F)L1L
Martin 5 2 [@/ULEY — )UBEED X FJUELIE%E GC ITEA LR ET D, TU—DBZOFEEEIA D L&D EHBENE
Vv —THE—IEBTVET, U UXFIULREICFREE T 2ONRETU, Stevenson' [& TMAH [C&D “On-Column
Methylation” % /\JLEY —JVEBRED R ITICIRALTWVWE T, EIB/INULEY —)VEEZNZN 1 mg [C TMAH D 0.1 M X%/ —)UiER
1 mLEMZ T ZO—8% GCITEALTVET, ZUTHBIERZEDEILL 1 : 4 CRIEREBNISES T EEBESHICLTVET,
PTAHB/NLE Y —)LEE Y Bk oaes Y o UFulER ). Dz /— L7 IhO4 R YTz bk Y ra v F rUS LY
15 ED "On-Column Methylation” HEE UTHEDN GC BRICIFRERZSATVET,
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|

2 4 6 8 10

EIEBESYWOPTAHICK DA YV ASLAFIVIATIVEZOY NI S A

G. W. Stevenson, Anal. Chem. 1966, 38, 1948.
A. B. Svendsen, J. Pharm. Sci. 1962, 51, 318.
H. F. Martin, J. L. Driscoll, Anal. Chem. 1966, 38, 345.

12

E. W.Robb, J. J. Westbrook, Anal. Chem. 1963, 35, 1644.

J. MacGee, Anal. Biochem. 1966, 14, 305.
Chemical&Engineering News 1971, April 12, p.13.

Oke. Brochmann-Hanssen, J. Pharm. Sci. 1969, 58, 370.
M. J. Barrett, The Clinical Chemistry Newsletter p.3, No.1, Spring (1971). (published by the Perkin-Elmer Corp.)

B. S. Middleditch, D. M. Desiderio, Anal. Lett. 1972, 5, 605.

14
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BERAES’RSY) 1 mglC. 0.2 MDPTAH
X5 ) —UiAR 500 yLEMAGCITEALE T,

GC%Hft
Column

Temperature
Detector
Injection
Carrier Gas

.C1o
Ci2
C1a
Cie
Cis:2
Cis:1
Cis3
Cis
C20

©CENOGOA®N =~

Time, min.

: 007-1,

25m x 0.25mm 1. D. x 0.25 ym

: 100 - (310 ;C/min) -240°C
: FID: 27x2

: 300 °C

: He: 0.9 kg/cmz, 30 cm/s



3-(Trifluoromethyl)phenyltrimethylammonium Hydroxide (=m-TFPTAH) (5% in Methanol)

s

CHjz
| +
CHs—N“CH;
OH
CF3
[T0961]
\_
[EFBI]

HFMHDIRT AT ILE

25mL /100 mL [T0961]

3-(RMUZIAOXFIV)TIZIVNIXF IV VEZO LEROFVRENTUBUREED I AT )L
SHREIT, BRIEHREXFIVIZATILELT GC P TBTENTEFYT ., ARENISTULURE
BAL. BARE GC [SEATRTET. EENICHERIEHEOXFILIZFIULEDIOTNIS
LHESNET,

FRUS LA MY REBVWBRERD NUSUEY REBREEHED X FIL T F)EICH, 18
D TEEFIRE TR GC PMDTIET ., IEIBPICHEET 2 _ERAICHEESZD
TEDBLAFIVIZAFIUEFEDESN, FALPTVOXFILIRFILEEITY . . IEHBO
FUASLAFIUEEIE LTHERTEET 7, UTICEBAERLET G BRHMH).

ERMTM 10 mg Z/\A7)LICED, MUVIY 0.5 mL TEEE. 5% D 3-(hMUTILAOXFINTIZIVMIUXFILZ VEZDLE
ROFY R (XY /—)UER) 200 UL 21X, B2UEET T 15 DEAMELE T, KRR 1 UL ZZDEF GC [HEALF T,

(|3HZOOCR1 R1CPOCH3
(|3HOOCR2 —  » R?COOCH,
+
CH,00CR3 R3COOCH;
5
1. Palmitate Column : 007-23
2. Stearate 0.25 mml.D. x 25 m x 0.25 pm
3. Oleate Temperature : 180 °C
4. Linolate
5. Linolenate
3
4
]
1 | 1 1 | |
0 1 2 4 5 6
Time, min.

BRICHEBEXAFIVIZATINOFvESU—HRIOYNISA

[3ZiEk]

1) W.C.Kossa etal., J. Chromatogr. Sci. 1979, 17, 177.
2) J.MacGee, K. G. Allen, J. Chromatogr. 1974, 100, 35.
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RN ROF—bhIRAT)UEA]

Butylboronic Acid (contains varying amounts of Anhydride) 19/59g/259g [B0529]
Phenylboronic Acid (contains varying amounts of Anhydride) 59/259/250g [B0857]

B(OH), ER~EBTOIMETEBICIA =, TFVE FTFIVT7IVERBULTRIRD
ROF—hZERLE T, BAR AR TUFIVBEOAF VR NFTI-ILTI.
JLFIRTOA R TS5 /54 RO GC. GC-MS HHfICHIAENTVE T,

CHy” " B(OH),

[B0529] [BO857]

[fERAHI]
JFIRFOA R
X704 K10 uymol.

1,2)

TFILROYVEE 10 umol ZBFEETF)L 1 mL [TBED L. ERT 5 PEARIGEEF T,

OH  NHCH; B

o)
R RB(OH)2
HO

Bis-boronate

Cortisone Adrenaline
(Epinephrine)

[3Zik1
1) C.J. W.Brooks, etal., J. Chromatogr. 1971, 54, 193.

2) C.J.W.Brooks, etal., J. Chromatogr. Sci. 1971, 9, 18.

Ferroceneboronic Acid (contains varying amounts of Anhydride) 100mg /1 g [F0280]

ZILFIINOVERIF BRI EEYMERBUCERRROF -2 ER L. GCOMPCC-MSTHIC

(-}
Q_B(O”)z FASNTLFET, JTOEYROVEE. BICGC-MSHHDBOEREFEHMLEETT.
Fe
=
[F0280]
3 3
¢—OH (H0),B—L> ¢—0
S | s >
C—OH * Fe / !
a < S
@

(1,2-, 1,3-diol)

BrooksS5IC&NIE. ARBETEREMIEENEDERY THHRAROF— I\E%%liEE.?@FE(EI)TMS(LZBL\'C!ﬁﬁSI&S%‘)Z’\Q ~U

BE5Z2ERELCVET (ZO—BIZRICRLETD) . FEERFEBVDFA 7Y E—IERGHFRT °B. *Fe. *'FelCER T ANMIALE
—0ZEVE T, ZDIH_ERMLEYORAZECEFNTY. T5IC. FETFTITAY I\*(Z"J(i%ﬁ*ﬂﬁ?b‘B'CHQ HEDFRDIRE

FHDEDNEEAETT (KTIE m/iz 239, 213, 186, 121) . DT, SIMICKDYRIOV KNI S T4—ICEREBE T,
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[—RRMEIRIARO I — MEEIH{LIE]
A 100 ULERREV Y VICABSEE T JTO0EYROVE 11MEEILERREY I V(SRR EHBIBRICNZ F 9, 302/70
°CIERE. ZORICERARZBALLGNSEUI VZRELET T, BFEETFIL 100 pLISERE EGCHHWVIFGC-MSAHMELET,

100 - B M*
- Fc=7xzOtwZ/)LE 376
R
> FcBOH o
2 CsHsFe <>+ L e
E 50 - = o\©
= Fe
(0]
©
& 121 186 239 J!‘
j_LJ‘J PR | ji‘l .’II il LLL ll L L . H )
100 150 200 250 300 350 400
m/z
ATV VBRRROF—NFEEERDIZAZART ML
[3Z7k]
C.J. W. Brooks, W. J. Cole, J. Chromatogr. 1986, 362, 113
o~ NIy \\ NS — 2
R )70V ZAT)UEE iee-ecom
Pentafluorobenzyl Bromide 1g9/59/25¢g [P0809]
— L&A
HIVIRVES, 71 /=LY, RILIRV PRI, X)ATEY
F CHoBr
F F
[P0809]
[3z7k1

1) H.Ehrsson, Acta Pharmaceutica Suecica 1971, 8, 113.

2) 0. Gylledhaal, H. Ehrsson, J. Chromatog. 1975, 107, 327.
3) F.K.Kawahara, Anal. Chem. 1968, 40 (6), 1009.

4) F.K.Kawahara, Anal. Chem. 1968, 40 (13), 2073.

5) F.K.Kawahara, Environ Sci. & Tech. 1971, 5 (3), 235.

6) F.K.Kawahara, Environ Sci. & Tech. 1976, 10 (8), 761.
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RBEIEAXTFIVIATIVEE] (TMS-TV 77 VUXT )

Trimethylsilyldiazomethane (=TMS-Diazomethane) (ca. 10% in Hexane, ca. 0.6 mol/L)
10mL/25mL/100 mL [T1146]
—AEXFIVIZFIVEEIELTEL D SI P YRS Y BMERENTVETH, Y7 IXT VBN

s (ROAMEE) BB BRIEDHBD, & 51 ANENEET 2 SORBAHAEELTVET,
CHs=Si—CH=Nz | ;o HENRBLNEST. X5/ —LOBE FTRRNDERNICELDHIVR VBN 5ZDX

CHa FNTRFIAEEERLET,

[T1146]

(CH3)3SICHN, .
RCOOH —— % RCOO N,CH,Si(CH3)3

CH3OH R -N2
— > RCOO NyCH; —> RCOOCH;
-(CHg)3SIOR'

[fERBI]
BERAER (0.1 mmol) Z X%/ —)L20%ZZONYEY 1 mLISED L. A 0.5 mLZMNA KEER T, EBICIONEMEL.
GCHBELET.

1
1. Lauric Acid
2 3 2. Myristic Acid
3. Palmitic Acid
4. Stearic Acid
4
GCs%ft
Column 1 007-5
25m x 0.25mm . D. x 0.25 ym
Temperature : 150 °C - (5 °C /min) - 250 °C
Carrier Gas : He 30 cm/s
1 ] ]
0 10 20
Time, min

[>zk]
N. Hashimoto, T. Aoyama, T. Shioiri, Chem. Pharm. Bull. 1981, 29, 1475.
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ST IAE AR

p-Toluenesulfonyl-N-methyl-N-nitrosamide (=p-Tolylsulfonylmethylnitrosamide)
259/5009g [T0323]

ITPIATVERH—MHBEAXFIVIZATIVERELT, LA SHSNTVERT,

[T0323]

IAFIV bR
RCOOH + CH2N2 _— RCOOC H3 + N2

GCHBDIRATIVEAICIE. ZDcHDEEBIRFTINTVE IO NEDHBREZAVD TRIDKIIFEENEETT,

M T e T
I |

= = 5|2

o =gy 2 gy W2

KRit:DiazomethaneDF &

NO
KOH
CHS‘@*SOZ—I\“—Cm + ROH —> CHN;, + CH3@802-OR + Ho0O
[&(EE]

(HCEFI—F)L $910 mL. (I)ICIFAILE b—=)L* $910 mL. KE{EHU DL 5~6F1%ZK 1~2 mLISBDULIEEDZANF T, (I1)[ClE
BHBOI—FILARZEANTHBETERARELERLTHBEFI, (INICp-MLIZVRIWKRZIV-N-XF)L-N-Z OV FZZROD
(MW=214.24)T—F VBB ZBIHBOKSEHENMZIDEI T IYXIUDREL. BRAATUNICESNIATIVIEDITONE
o (IDFEDMERICEBUESIATIVEFTZET THD. ZOFRXEGCITEFATNIFIEWVNTT,

*XETIEIY/—IVBMERESNTVE T O EREEBRZ I 25S(N)DIS/ =L —HBUEL(INTEALE S, T5./—)b
DEHBOE—IEELDTEDHDDTHILE h—ILZEERLIEADRVT T,

(R LER]

ITPIXRGVF BBOFEICESFREMEDHRAFTY, K> TZDORIRVICIERST R, FFBRORWSFHTHRILDDEEZ
EUF T, BEDER. FimHNEDH>TVED, REDHEWVWASAAICEMIEDLBRREOBNASHDE T, ZOR. BEODRAUEGEI 34
VNEERTEX BA

[3Zik]

RERLFEEES HRA OO KNI ST 1— p340 A2 (1965).
EZ DD+ 1964, 50 (5), 206.
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Z D DRTIR S

Other Pretreatment Reagents

T RRTOA RA F LR

0-(2,3,4,5,6-Pentafluorobenzyl)hydroxylamine Hydrochloride (=O-PFBHA-HCI)
1g/5g [P0822]

0-(2,3,4,5,6-RVF 7)LAONYIIL)E ROFVILP S VIEBIE(0-PFBHA-HCI)EF X

§ " 7OV, 7O ATOVEEDRMEDO T MR T O REEZ B FRIERIR LR (Electron

F CH2ONH, - HCI Capture Detector: ECD)CGCHMTT DRICALSND A FVLFERETT ",
EFERAORTO4 RFTAEUVUTCECDZRAWVWEGCHAHLLfThbNTLWE T, Lh
F F [P0822] L. RRAT0O40 REICIE. EFHEUZFDODIFRIERICAEL TODHIEHREZIEMN

TEBHELCDEFHEEFEXENARBESINTVET, COBDIATIVIEEIEL
TRLEONTVBRILIILAOHILRYEIOU RS 2VEFBEKYYE. RGRPICHEBEREL. ZOBBATOCRERIELT
LFEVEFT, Ffe. UVRURFIDDRFTOA RO SEDODEMFERZLEM T D). EHOE—IZEURIT LDRBEBR BN D
BHEEVDNTUVET, Ffe. RYPTILAOTTZILERSYVINE, RF0O4 REDFEESYDAREMNBEIREDDTIFEL
EVSKIBRRZEHODTVET,

O-PFBHA-HCIZ LEED KO R R ZEFER U MRATO4 REFERHET, BILRGE T TEBMEN~5 ng)DT bAFT0O1 RER
UL BEAERIERYZECDCEFLNRYZIIAOAR Y I AF VI (O-PFBO)FERZERULE T, CDFFIVARBVALZEE
#RU. D DECDICH L CBERE T, ZOREIFTA NI TOVDIRES pg (5%x1072 g)THO. DR FO1 RICDWLTH1 ng~0.1 ng
LUARILTY,

BRIOHRKGETRRETDCETHBICRETEERT, e, A70404 RHORRISDKEBEFTMSIET S ETHROIOYRITS
T4—hBBICHEDET,

ADMEFELOHHUZTEROIEZ Y RORTFOVDRHBHZEBNLET,

[ "

ASZELEEUVCHRIEZ Y RORTOY ($1pg) ZSARMBOMEYNZED I 2 2iFITEMB L. TNITO-PFBHA-HCI 0.2 mg#%
MZ. 60 "CTIRERHEEF T, RICNFY Y 3 mLTHRLICE, K 1 mL, 0.1 NDIEEE 1 mL. 0.1 NOKE(LF FUDLKAR 1
mL. 7K 1 mLCERMICHKZUVRODDBEZIT O AF Y U ZRRIBKXEY(O-PFBOK)ZEF F, RICTMS-HT TKEEZTMS
ELFET, RREZER. BONKEBYZEANFT Y 1 mLISBAD L. 2 yLZGCITEFALET T,

CH3 NOCH2C6F5

1) O-PFBHA - HCI
pyridine

2) TMS-HT

Dehydroepiandrosterone

) T.Nambara, K. Kigasawa, T. lwata, M. Ibuki, J. Chromatogr. 1975, 114, 81.
) K.T.Koshy etal., J. Chromatogr. Sci. 1975, 13, 97.

) P.G.Devaux, E.C. Horning, Anal. Lett. 1969, 2, 637.

) J. Attal etal., Anal. Biochem. 1967, 20, 394.

) R.A.Mead etal., J. Chromatogr. Sci. 1969, 7, 554.
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ERE A > DGCHILIE

Pentafluorobenzyl p-Toluenesulfonate (=PFB-Tosylate) 59 [T1204]

PR A+ (Br . I CN. S, . NO, . NO; . SCN DO IC(E. K@%E
FRUIRYY IIAORVIIET BT EICKDGCHMD TEE T, &S

CHs S OCH, ICECDZEAT 5T ECHBRIBIZ A Y OBBESHOTETT, B85, 1
1 VRV, T1 /—ILEDPFBILGCHHICHERATEET,
[T1204]

[ Fa]

HE1 mL, 01 MOT RSP IIVFVEZDLIOY R(TAAC)KBR 0.2 MLBKRUERRDO.1 MOIBIEAFLVER 1 mLZAI U2
—F vy IHEBEEY (1910 mL) [CANERU. 307 BREHERICTEZGCNEALE T,

[AIE sEE]
XREE AT Y HIEEEE (FID)
Bromide PFB-Bromide 30-300 ppm
Cyanide PFB-Cyanide 10-100 ppm
lodide PFB-lodide 50-500 ppm
Nitrite PFB-Nitrite 45 -450 ppm
Nitrate PFB-Nitrate 25-250 ppm
Sulfide PFB-Sulfide 6.5 - 65 ppm
Thiocyanate PFB-Thiocyanate 20-200 ppm
[3Ziik]

K. Funazo, et al., J. Chromatogr. 1985, 346, 215.
K. Funazo, BAD L ZREI4FRBEEE S BREFRE p11 (1985).
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