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PARBAFRES, B o-Br- AR EMELE, M GC/MS fr 2 e BRI LY
KIC 893K . 24 A 225 CV H0.79% ,4%1@ Cv 3 0.78% , 24 10 FlLEF A
fo XAAEEXR T34 EH 44.0712. 87umol/L,
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1 HEFf0HZE
1.1 & :a-M 5 2B (KIC) (Sigma); [5,5,5-H, J-4- B 2-2-K§ & [ 8 (D,-KIC) (Cam-
brige Isotope Laboratories); ﬁﬁﬁ T Ji (TBA) (Sigma) ; «-Br-H % 8 % (PFB-Br)
(Sigma); IE TR (AR, €3EH 7).
1.2 {38 :HP5989 K- F{Y.
1.3 Fik
1.3.1 BHRfFEL
AL B ¥ PFB-Br i € HRRL A 0. 13mol/L & W, RRARE —K.
¥ TBA A pH 2% 7. 4 0. 05mol/L BYBER B WAL, 0. 1mol/L #§ TBA N H#.
FEALE . (1) #HE B 100pL (100pg)KIC #REEMA 2mL R A, B4 SIMA
0. 1538umolD;-KIC, 2001 TBA %4 ¥ 1 200uL. PFB-Br, 80, BB ERES, BB A
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HB% 1/, ERRNEE, KHFHNA 2oL EECK, 80,838 5~10 4040, &L
(RPM 3000), BRI CEAVNMHEES —KMA, N, KT, A 30uL IEC 4, 8 O, GC/MS
4rHTs (2) MHE: SR EESR, B 200uL L3, 3% LA & in A\ D,-KIC,TBA #1 PFB-Br, £
BRES . BERFEE MW ACRNEE,H 10%(V/V)ZB-E MR, BRAHAHE,N,
KT, 8T 30pL IE 5,7 GC/MS 447,
1.3.2 SAHGH- R

SHEHEFIWEL - HARCR-AREBMSHEIESBRA FFAP30m X 0. 25mm
BHAEE, URRSYRS, KR 2mL/min; BFFAE,80C~200C,#EZE 6°C/min, #H#
OREE 250°C, fnkE i 2 Ut ie , MLRE TG 5 UAEHE

FiESr&4 - B TFEREEEDSHH 70eV. MW EK; L AL 22BN
(PCILNCD A 230eV, i S AR NS X AIRS, BT EIRE 200C. AR ERE
100C, B FEES 1. 2mbar, ¥R R A TESERFRNMEIM),
1.3.3 FURBREREHLENEE

5y BIBL R AR BE KIC 81 D,-XIC % %325 73 BEW B (0. 3845mmol /L) , BUR [ i 4B
EH—EZN NS FRVERS . S—EREENER, & LR AT M «-Br-
FHEEROIEY, E LRI HRGT, AR TFEM SIM 457y XMW m/z129,
130,12 B F M H B FREH.

2 #R

2.1 KIC #y PFB K% EI.PCI.NCI i W& 1,7% EI il (& 1a),H m/257.85 f
181 ZAFEEETHRAE, EFMR/DM m/z K 310 M4 FEFig. 57.85 B EHEH N
WIERTF W KIC RERNBORA B TF.181 I EFFRFERES B F.KIC () PFB EE®
PCI ¥ WA 1b, Bl m/z181, R H AWM EE ,m/2311 ZIE S TETIE. KIC &y NCI
R 1c, gl m/2129, % 5 KIC ZH ,%/Ng m/2196 X H PFB B, % 129 1§
2% KIC iy SIM & R W,

¥ 1 KIC# D,-KIC BRIt ipyMEKFBREHNE

m/z o HE KIC CV(%) D,-KIC CV (%>
129 100. 000 100. 000 0.73310.035 10. 67
130 6. 969 7.28010.016 0. 51 0.174%0. 006 7.71
131 0. 819 1.132:0. 011 2.20 1. 45540. 022 3.38
132 0. 046 0.19740. 016 18.16 100. 000

133 0. 003 7.23440.013 0. 40
134 1.14610. 013 2.54
135 0.083+0.002 5.39
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Mcle Ratio {dp/idgtdal Concentration Junct/L)

B 2 KIC [ fr W R 4R i 4R B3IRGHAERLSHE
2.3 AFRMRBELEEQTERRLE 2, REX R RIF, X RH R=0.998.
2.4 BRMEMMAZER,F—IEH¥A S GIRK, SFHRUEE S, % 15 RIS HE
W 5025 MREGNEEN CV 4 RE 3, RERERR CV MRS, H A&

CV EBMBERTAHELUT, P CV=0.79%, BFHCV=+ 2 (CVn)*/nitH 5 M
s HEE 5 KFH CV E, BEHE CV 2% 0.78%, Wk 2,
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}_{:tSD(p.mol/L) CV{(%) H-15 CV (%)
56. 640. 42 0.74
50. 78+ 0. 25 0. 49 VY (CV)/5=0.78
50. 61+0. 46 0.91
42.73+0.35 0.81
39.9610. 34 0.86

2.5 E¥AIR KIC S RNE .5 10 EERILE LYK KIC & B2 5032 3,F
¥ Y 44. 07£2. 87umol /L.
%3 EXAMRKIC SXMELZ

No ERALEaR | viE
(umol/L) (umol/L)
1 56.6¢
S 50.79
3 50. 63
4 42.74
5 40.01
p 77 44.0742. 87
7 43.62
8 35.54
9 32.30
10 '55.70
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3 itig

3.1 BATRAMURBE-REIFERMESERYMEACTERESH FRSME K
EREREENR BSN-HER=HZBKBSTFAYERE R O-= F LRI
(O-(trimethyl)quinoxalinals)""*, st ¥ 25 BREX & , AN , H S0 Ik B ) 7] ik X
ZEALS, BEER Y, WA REE MM P T 5B (hydroxylamin-HCD JE B A5 »
HERRARHAERERCHEFESR, Ld 2 RAHEYBSEREMRS, T *Si
MOSi WERREEEHR, SREAMEKNEFREAR ,ZHNEHEE, 53508 RK AT
YR AE IE RSB , T A 2k R IR S o-Br- AR H XL BT EY,
PAE 6 ESRERE ,o-Br- A PR SMRE RO T EWRYE FIRIRMRES S
i, ok R B G, R, R BT T3 o« BRI AT, A SE I SR AR ATT A2
ek, ERAFEE TR TREIE m/z 8 129 MR — Tk, TEMNLRMERER
W, L3 F W] /NP 60uL AT,
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3.2 GC/MS 4+#7it,KIC-PFB BRELH FE T HE(ED, B SPMEBERAIE TE (n/
257.85.181, WH 1a), T EI R4 T4 FAKXBLIBITH, #+ FHFEM/D, KA Ds-
KIC 3R 4 PR BFREE MG CRF . B2 TEFREBRHE T o RE
B B—HHE m/z57 $BRABFREARR B TFTHREUSE REZEREAFHT
w, EWE A FEERE, AR M. KIC-PFB B&EAL ¥ BB (PCDJE BB m/z X 181
fy W, B CH,C,Fs BHE R, B4 TR -F M MW =311 R, X KIC 4347 F 55 B
AME TR EaB@INCDRE, B m/z 0 129 Z g6 K. & KIC
[(CH,),CH,CH(CO)COO— IR MR KRNI FRFM. m/z 5 129 ik SF X
A KIC 4+ F45#, EfFHEMTER B FRE 1 M EER 14 m/z 29 196 (BB
BOLE 10, FH TRES T REEE, AP REGREY, WK AR TE g TXEH
FHWAXRXFEMTHREMELTE.

3.3 FAUERBR-FEMTENERENAEESAR . SHZARERTHIFEN
ATk, BARGRET CC AR, ARERALERERNEITET,. Z—FTEE
K AAREY 2R RIFEN SHRNYE —SHNL 49, TR“BEER”, MRS
BREGFTHNTRERGEMERE. MARSPHARE ENYHN 2~10 F, BKE
AHREECEAREERERFRCARE SRS 2~10 f§. & TRIFANREY
Ds-KIC, H4r TR AN KIC & 3 MRBAM, TRBERFMYH KRR EEME TREMN
T, RN EAE. MA D,-KIC R4 98BS+ KIC B 2.5 £5, THBL+4
Rng) REFEEEFRT.
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Abstract

a-ketoisocaproate (KIC) is the metabolic product of leucine. Using D;-KIC as the
internal standard of isotope dilution, the KIC in human plasma were converted to its
pentafluorobenzyl ester and analysed with methane negative chemical ionization gas
chromatography/mass spectrometry. The intra-batch and inter-batch coefficients of vari-
ation were 0. 79% and 0. 78 % respectively. The mean concentration of plasma KIC of 10
normal adult volunteers was 44. 07+2. 87 pmol/L .

Key Words: gas chromatography/mass spectrometrry, negative chemical ionization, sta-

ble isotope dilution analysis,a-ketoisocaproate



