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Abstract

The volatile flavor compounds in five Jeju citrus fruit varieties (Cheonhyehyang, Hallabong, Jinjihyang, Hwanggeum
hyang and Redhyang) were extracted by simultaneous distillation-extraction (SDE) using solvent mixture of n-pentane
and diethyl ether (1:1, v/v) and analyzed by using gas chromatography-mass spectrometry (GC-MS). The number
of aroma compounds were identified with : 104 (4,939.77 mg/kg) in Cheonhyehyang, 98 (3,286.38 mg/kg) in Hallabong,
105 (3,317.56 mg/kg) in Jinjihyang, 102 (4,293.39 mg/kg) in Hwanggeumhyang, and 108 (4,049.94 mg/kg) in
Redhyang. The detected main volatile compounds were; limonene, sabinene, [3-myrcene, a-pinene, 3-pinene, linalool,
4-terpineol, a-terpineol, (E)-B-ocimene and y-terpinene. Among the identified volatiles compounds, ethyl-benzene,
nonanol, 1-p-menthen-9-al, (E)-isocarveol, methyl salicylate, a-terpinen-7-al, perilla alcohol, and ethyl-dodecanoate
were detected in Cheonhyehyang. only Furthermore, [B-chamigrene and a-selinene were in Hallabong only;
3-hydroxybutanal, (E)-2-nonenal, isobomeol, octyl acetate, (E)-2-undecenal, 3-ylangene and guaia-6,9-diene in
Jinjihyang. p-Cymenene, 3-thujone, selina-4,11-diene and (E,E)-2,6-famesol in Hwanggeumhyang only; and p-cymen-8-ol,
bomyl acetate, carvacrol, bicycloelemene, a-cubebene and 7-epi-a-selinene in Redhyang only. This study confirmed
the differences in composition and content of volatile aroma components in five varieties of Jeju citrus fruits.
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299 BFAG AN 2 vhEM H7 Tk

st S7F= MAEI T -70T2] deep freezer(MDF-
U4086S, Sanyo, Tokyo, Japan)©l] 3+ & v}y]vhs Hg
sto] A2 2 ARESES]
Al ok
B AT AR B Aok EFAFC R SigmaiKSt.
Louis, MO, USA)®} Fisher Scientific(Waltham, Waltham, MA,
USA)ZFH Tttt 38 f718% 55 S5k
diethyl ether, n-pentane 52| 7]-87]= HPLC grade®
d3ste], ©]Z T}A] wire spiral packed double distilling
appratus(Normschliff Geratebau, Wertheim, Baden-Wurttemberg,
Germany) 2| 2 AS7e A= AT £ <5745
F7=|(Millpore corporation, Bedford, MA, USA)l|A] €& o]
2 Hultra pure water) S AHESIATE f7]-802] o] ARSE
T NapSOs= 650°C 3]3}20llx] 524 Bl F desiceator]]
A g 3 f718ue] grol ARSIt

34UM RIIEEES F5

AFEFY] B3940 g)F ultra turrax 2 F23He] Eol
245 500 mLE £%35le] 1 N NaOH £ ° 2 pH 7002
2% F 0|5 WY IR FE2& NER ARSI
ok 3 IR FE2 95kl Schultz F(13)9]
Hell wet NFE AEFTNTFFEEA Likens &
Nickerson type simultaneous distillation & extraction apparatus,
SDE, Normschliff, Wertheim, Baden-Warttemberg, Germany)(14)
ol 4] n-pentane:diethylether Z3H-8-1(1:1, v/v) 100 mLE A}
Bato] AFatell A 3A3E Ft FE6IeTh FFHEA S 4
&l n-butylbenzene 1 ILE WHETELR F58& A5
A7veIit =9 I IR A7l YRS
Vigreux column(250 mL, Normschliff Geratebau)<- ©]-8-3}
of ¢ 3 mL7H] E53 F GCE vialoll &7 A&7kAE
o1 §3te] < 1 mLHA FE3te] GOMSY AR AL
g3taeh

ey ®olsteE 24

SDEHH S o] &3t 53 § w549 84 IS
< GC/MS(gas chromatography/mass spectrometry) @ 2]
stk Aol AMEE GC/MSE  GCMS-QP2010Plus
(Shimadzu, Kyoto, Japan) 71715 A-&-3}ith &2]€ 3%
A 8714 2] o] L3} El(electron impact ionization)d™H
o2 P33 th GCMS 4 2712 jonization voltageS 70
eVZE 31921, injector?] &%= 250C =2 3}t 4
BApee] W9l 40~350(mfz) 2.2 A7 819) 21, Column
< DB-5(60 m*0.25 mm i.d., 0.25 pm film thickness, J&W,
Santa Clara, CA, USA)E AHE-319]aL, &5 Z2 388 40T
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GC/MS®l| ]3] TIC(total ionization chromatogram)ol] &
2l¥ 7} peak?] A& £ mass spectrum library(NIST
05, WILEY 7 2} FFNSC 2)¢} mass spectral data book2]
spectrum(15,16)2+2] 42 2D GC/MS Aol 2] 3} retention
index9} F&1/49] retention index(17,18)9}42] €] 2 EF
49 4 datas H]wste] Rlsnh 559 e
7138 BdE H ke flot] R RTEdE ke
mbutyl benzene@} 7t 344 S13HE9] peak area% B 5te]
zh 3 shekee RS ALkt

Mg FUY IIME

3] A 37|88 SDE WH o2 539
GCMS=E ZR1%t 313HEE529] chromatogram< Fig. 19 =
21819911, area% 2 EHig Table 19 YERNRATE 23| gkl
A EE Iy SEES 14T T 4939.77
mg/kg S 2 RIFATh Ha|gke] 3] SetES HE7]
H 2= aldehyde 9} hydrocarbon+7} 212} 250 2 5%
HQa, 1 S22 alcoholF 24, esteri 155, acidFF
6, ketone Tt 5% 3 oxide Tt 4% T2 IR HE
718 A& peak areat hydrocarboniF7} 61.04% = 7}
E9ko 1, alcohol 77} 18.94%, aldehyde 11.55%, oxide T+
2.70%, esterf- 2.46%, acidT 2.35% 2 ketone 0.94% <2
2 A=Ak (Table 2). &3 |4 limonene©]
4.57% %2 7V =& peak areas Ko, IS 210293
mg/kg S 2 57 = 2t} Limonene(CioHie)-2 &3] mono
terpene hydrocarbonZ 27119] o] Azl T2 FA = o]
a1, g gt gko] EAo|t) gt g 5o RS
2 gagael 2347 TES AT dEA e
o, QA F-Fste] BT, a=r, WA 59 shdE oY
7HA] Al AREE I 91TH19,20). Hal| ke A 9]
52 limonene ©]9]oll sabinene 6.61%(326.45 mg/kg),
Tinalool 5.17%(255.24 mg/kg), decanal 3.73%(184.32 mg/kg),
limonene-10-ol 3.01%(148.88 mg/kg), 4-terpineol 2.65%
(130.67 mg/kg), B-myrcene 2.58%(127.57 mg/kg), B-pinene
2.32%(114.62 mg/kg) 5 o2 BAFEA Zene A+

M= m&H A& g o4l 2L linalool?} 4-terpineol
2 sabinene®] TS 747} 721, 647 2 2.99% % H 31813
= 2 ATl A = sabinene®] 3ol T A FlE AT
Ao X 6759 terpenoidF7} Bel= L om, MA) g
7173 22 86.19% = 4,257.41 mgkge] @ Aoz e}
%Xt} ©]% monoterpene hydrocarbon7} 59.36%(2,932.01
mgke)Z 7H B, tHEO 2 oxy genated monoterpene
71 24.28%(1,199.60 mg/kg) S 214|331 tH(Table 3). 3]
gkol] 3h-f-%o] 91 monoterpene hydrocarboni % 8
3714 B0 2= limonene ©| $£]°f| sabinene, 3-myrcene, {3
-pinene, a-pinene, (E)-B-ocimene, Yy-terpinene 2 a
-terpinolene 2.2 QI E T} Sabinenee ©F3+ dko|
S5A4o R 7o Aert w4 BriEa e, (B)-B
ocimene-> 37 B @53 g2 YERE 21 0® By
3 TH?22). B-Myrcene &gt O 2 sweet-balsamic-
herbaceous3t 542 7FA| 2L lthar B % 1tH23). Sesqui
terpene hydrocarboni-+ B-elemene?| o] 714 =9ko
), 1 9|9 (E)-B-farnesene, (E,E)-a-farnesene, valencene,
sesquisabinene, a-humulene, G6-cadinene, 2 [B-sesqui
phellandrene & T2 2 1=t} B-ElemeneS FF A3
A4E Ak A FIAR 2HgahH, 2kshd &g
el AIXE HEste sl o] vt delA ot
(24,25). Oxygenated monoterpene & 5 7F B2 &k
Uebd 3714 2-S floral# lemon-likedt E4& 714 &=
linalool ©]gle™, 1 81e] thE 33EZ = limonen-10-ol,
4-terpineol, (E)-carveol, (E)-limonene oxide, a-terpineol, (E)-
B-terpineol, (Z)-carveol, (Z)-limonene oxide, carvone,
citronellal, perilla alcohol, citronellol, geranial % geraniol
T o2 RIEUT) 4-TerpineolS 17 /493 A
glg]otel del dds dehlim, S4F Alxe] 4%
= dAleta nEste] 93t 2 AW A5 FERIA] A4
= YAlske T oA FIE JRita HaEdo
(26-28). Oxygenated sesquiterpene¥++= [>-sinensal, a-sinensal,
spathulenol, nootkatone, caryophyllene oxide, (E)-nerolidol,
humulene epoxide II, neo-intermedeol ¥ T-muurolol & T2
2 BAEHAY. Haddel A€ aliphatic 3H3t=S
butanone, ethyl acetate, (E)-2-heptene, (E)-2-hexenal, (Z)-
3-hexen-1-ol, ethyl benzene = methyl salicylate 5°] 2%
1t} Ethyl benzene, nonanol, 1-p-men then-9-al, (E)-
isocarveol, methyl salicylate, a-terpinen-7-al, perilla alcohol
3! ethyl dodecanoate 8] gFol| ARt &l e F1A 7]
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Fig. 1. GC/MS Chromatograms of the volatile flavor compounds in Jeju citrus fruits.



Table 1. Volatile flavor compounds identified in Jeju citrus fruits
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No R Compound Narme 2 Cheonhyehyang Hallabong Jinjihyang Hwanggeumhyang Redhyang
area%  mgkg area% mghkg area% mgkg ara% mgkg area%  mgkg
1 560 Butanone CHsO 0.15 727 020 6.67 0.15 504 - - - -
2 574 3-Hydroxybutanal C4H;0, - - - - 097 32.12 - - - -
3 575 Ethyl acetate CHsO, 0.86 4245 1.26 4153 - - 0.22 9.49 044 17.94
4 631  3-Methyl butanal CsHiO - - - - - - - - 0.00 0.09
5 697 2-Pentanol CsHpO 0.05 226 0.01 0.39 0.01 0.20 0.01 0.32 0.08 327
6 705 (E)-2-Heptene CHus 0.00 0.12 - - - - - - 0.00 0.14
7 707 Acetoin C4H;0, 0.00 0.16 0.01 0.24 0.00 0.12 - - - -
8 771 3-Methyl-2-buten-1-ol CsH,0 - - - - 0.01 047 0.00 0.15 0.00 0.19
9 792 2,3-Butanediol CHi0, - - - - - - 0.04 152 0.02 0.84
10 799  Hexanal CeHiO 0.10 491 0.01 0.25 0.04 1.31 0.02 1.07 0.05 2.00
11 854  (E)-2-Hexenal CeHiO 0.06 314 0.12 4.03 0.11 374 0.03 113 0.02 1.01
12 85  (Z)-3-Hexen-1-ol CeHiO 0.01 0.73 0.02 0.71 - - - - - -
13 859  Ethyl-benzene CsHio 0.01 0.72 - - - - - - - -
14 900 Heptanal CHO 0.02 L18 0.10 333 0.06 1.97 0.12 532 0.07 293
15 925 a-Thujene CioHis 0.08 391 0.04 1.39 1.06 35.02 0.01 0.59 1.23 49.98
16 933  a-Pinene CicHis 2.30 113.68 249 81.68 3.70 122.79 3.04 130.35 423 171.34
17 949  Camphene CicHis 0.06 2.88 0.07 231 0.07 220 0.00 0.20 0.05 202
18 972 Sabinene CioHis 6.61 326.45 4.06 133.59 0.57 1892 1.44 61.85 044 17.74
19 977  [3-Pinene CioHis 23 114.62 1.92 63.18 22 73.61 352 15099 248 100.55
20 987  [-Myrcene CioHis 2.58 12757 565 18579 714 23685 1063 45627 723 29261
21 1004  Octanal CsHis0 1.90 93.92 0.08 2.53 - - 0.01 0.36 1.45 5870
22 1006 a-Phellandrene CioHis - - - - 0.19 6.18 - - 1.91 7127
23 1017  a-Terpinene CioHis - - - - 0.04 1.33 - - 045 18.30
24 1020 p-Cymene CioHis - - - - 0.02 0.73 - - 0.06 243
25 1029 Limonene CioHis 4257 2,10293 6218 204367 5199 1,72475 5021  2,15568 5138 2,099.09
26 1047  (E)-B-Ocimene CioHis 1.70 84.06 042 1391 L.15 3812 0.01 0.31 0.46 18.58
IS 1055 Butyl-benzene CioHis - - - - - - - - - -
27 1058  y-Terpinene CioHis 0.75 3705 0.23 741 4.00 13261 015 6.31 0.68 27.63
28 1073 1-Octanol CsHis0 0.30 14.85 0.09 294 0.12 4.13 0.01 0.60 0.25 10.03
29 1076 (Z)-Sabinene hydrate CioHis0 0.30 14.60 0.05 175 0.04 1.35 0.05 2,01 0.05 201
30 1090  o-Terpinolene CioHis 0.25 12.19 0.09 2.84 122 4052 0.09 383 122 49.48
31 1095 p-Cymenene CioHp - - - - - - 0.08 343 - -
32 1101 Linalool CioHig0 517 25524 087 2853 0.74 24.62 2.14 92.01 481 194.94
33 1105 Nonanal CsHis0 0.69 34.01 121 39.60 0.90 2995 040 17.38 0.32 12.85
34 1115 1,3,8-p-Menthatriene CioHis 0.13 6.66 0.13 443 0.08 252 0.03 143 0.07 2.66
35 1122 -Thujone CioHis0 - - - - - - 0.02 0.92 - -
36 1124  (E)-p-Mentha-2,8-dienol CioHisO 112 55.50 0.12 3.78 0.13 4.36 029 12.66 0.11 437
37 1128  (Z)-p-Menth-2-en-1-0l CioHis0 0.17 825 0.38 1241 0.02 0.61 0.03 1.14 0.03 1.25
38 1136 (Z)-Limonene oxide CioHi0 0.94 46.46 040 13.00 0.30 9.79 033 14.09 0.26 10.34
39 1140 (E)-Limonene oxide CioHic0 1.69 83.55 0.61 19.99 043 14.38 0.74 318 0.36 14.64
40 1152 Citronellal CioHs0 0.61 3029 0.64 20.99 041 1377 1.16 49.67 197 79.68
41 1160  (E)-2-Nonenal CsHi60 - - - - 0.02 0.61 - - - -
42 1167 Isoborneol CioHisO - - - - 0.02 0.81 - - - -
43 1170  (E)-B-Terpineol CioHisO 0.11 5.61 0.15 483 0.16 5.18 0.04 1.86 0.09 3.80
44 1173 1-Nonanol CoHy0 021 10.16 - - - - - - - -
45 1175 Bormeol CioHisO - - 0.06 1.85 0.05 1.79 - - - -
46 1180  1-p-Menthen-9-al CioHicO 040 19.68 - - - - - - - -
47 1183  4-Terpineol CioHis0 2.65 13067 021 6.94 0.28 9.40 0.35 14.82 0.32 1277
48 1189  p-Cymen-8-ol CioHi0 - - - - - - - - 0.06 245
49 1191  (E)Isocarveol CioHic0 0.32 1590 - - - - - - - -
50 1194 Methyl salicylate CsHs0; 0.18 8.80 - - - - - - - -
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No R Compound Namme ) Cheonhyehyang Hallabong Jinjihyang Hwanggeumhyang Redhyang
arca% mgkg area% mgkg area% mglkg area% mgkg ara%  mglkg
51 1196 a-Terpineol CioHisO 1.64 81.09 0.35 11.58 1.00 33.10 0.39 16.88 0.95 38.52
52 1206 Decanal CioHxO 373 18432 361 11859  2.00 66.22 2.39 10252 432 17489
53 1208 Octyl acetate CioH2002 - - - - 1.00 3327 - - - -
54 1219 (B)-Carveol CioHic0 226 11141 028 9.07 0.25 8.30 0.39 16.82 0.24 9.54
55 1227  Citronellol CioHx0 0.11 543 0.71 2349 - - 0.65 2178 0.44 17.83
56 1233 (Z)-Carveol CioHis0 1.05 51.94 0.06 1.83 0.06 2.06 0.10 441 0.07 294
57 1238 Neral CioHisO 0.05 246 0.02 0.60 0.04 1.27 0.02 0.79 0.02 0.66
58 1245 Carvone CioHiO 0.72 35.68 0.06 1.94 0.06 1.89 1.34 57.54 0.04 171
59 1249  Geraniol CioHisO 0.11 529 0.09 290 0.05 1.62 - - - -
60 1252 Butyrophenone CioHO 0.02 121 0.01 046 0.01 031 0.00 0.15 0.01 0.30
61 1261 (E)-2-Decenal CioHis0 0.09 4.50 0.11 3n 0.14 478 0.06 2.63 0.09 344
62 1267  Geranial CioHicO 0.06 3.19 0.05 1.66 0.08 251 0.02 0.75 0.02 0.76
63 1271 Decanol CioHx0 0.16 7.86 0.06 191 0.06 201 - - - -
64 1278  Perillaldehyde CioHiO 0.37 1831 0.17 5.68 021 6.96 0.14 597 023 9.40
65 1286 Bomyl acetate CoHy0p - - - - 0.02 0.64
66 1289 a-Terpinen-7-al CioHi0O 0.04 1.90 - - - -
67 1291 Limonen-10-ol CioHisO 3.01 148.88 0.06 1.99 0.09 3.15 0.04 1.63 0.05 2.09
68 1297  Carvacrol CioHiO - - - - 0.02 0.95
69 1301 p-Menth-1-en-9-ol CioH1s0 0.16 7.90 0.14 4.44 - - -
70 1302 Perilla alcohol CioHic0 0.22 10.85 - - - - - - - -
71 1307  Undecanal CuHx0 0.60 29.62 0.70 23.05 0.65 21.56 0.19 8.12 0.20 827
72 1310  4-Vinyl-guaiacol CoHi0, - - - - - - 0.06 253 0.05 2.10
73 1318 (EJE)-24-Decadienal CioHicO 0.10 491 0.11 361 0.08 2.69 0.05 2,07 0.05 1.85
74 1324 Myrtenyl acetate CiHis0, 0.07 3.56 0.03 091 - - - -
75 1332 (E)-Carvyl acetate CpHig0, 015 753 - 0.19 8.03 - -
76 1334 Bicycloelemene CisHas - - - - - - - - 0.06 2.26
77 1337  S-Elemene CisHy - - 0.09 279 0.85 2829 0.03 1.40 0.06 2.59
78 1347 Citronellyl acetate CpHnO, 009 431 0.78 2549 0.26 8.66 L11 4748 0.08 336
79 1349  a-Cubebene Ci5Hy - - - - - - - - 0.01 047
80 1356 Neryl acetate CiHyO, 012 574 0.32 10.62 043 14.38 047 20.06 0.00 0.17
81 1359 (Z)-Carvyl acetate CpHig0, 025 1241 - - - - 0.29 12.26 - -
82 1361 Decanoic acid CioHx0, 007 3.60 0.15 4.82 0.05 1.81 - 0.09 351
83 1364 (B)-2-Undecenal CiHxO - - - - 0.04 123 - - - -
84 1376  Geranyl acetate CpoHxO, 020 9.71 0.05 148 0.73 24.13 0.09 4.02 0.03 1.09
85 1378  a-Copaene CisHas 0.07 3.64 0.09 281 0.02 0.60 0.26 11.24 0.05 2.11
86 1391 [3-Elemene CisHas 045 217 0.18 571 045 15.00 0.38 1647 0.13 5.19
87 1402  a-Funebrene CisHas 0.03 142 - - 0.04 123 0.11 4.57 - -
88 1407 Decyl acetate CpHx0, 006 320 0.04 1.24 0.64 21.13 0.08 343 - -
89 1409 Dodecanal CpHy0 1.88 93.02 0.94 3097 0.59 19.69 0.53 22.89 1.03 41.74
90 1419 p-Menth-1-en-9-ol acetate CoHxn0O; 009 427 0.02 0.62 0.02 0.82 0.03 1.14 0.00 0.14
91 1422 [3-Ylangene CisHy - - - - 0.05 1.58 - - - -
92 1425 (E)-B-Caryophyllene CisHy 0.06 3.10 0.05 179 042 14.09 0.17 7.10 0.05 2,02
93 1431 y-Elemene CisHos - - 0.05 1.59 0.19 6.20 0.01 0.30 0.02 0.81
94 1434 Perillyl acetate CiHis0, 0.04 1.99 - 0.13 4.36 0.02 0.84 0.01 0.46
95 1438 a-Guaiene CisHas - - - 0.04 1.38 - 0.01 0.48
9 1444  Guaia-6,9-diene CisHos - - - - 0.02 0.66 - - - -
97 1447 (EZ)-2,6-Dodecadienal CoHyO 004 197 005 179 005 164 003 148 002 06l
98 1452 (E)-[-Famesene CisHy 0.38 18.83 0.07 233 0.63 2092 3.09 13284 004 1.67
99 1454  Sesquisabinene CisHas 0.10 475 0.03 0.86 0.09 2.89 - - - -
100 1460  a-Humulene CisHy 0.09 447 0.06 2.00 0.12 412 0.06 2.59 0.04 177
101 1467 (E)-2-Dodecenal CipHnO 0.03 1.57 0.03 0.89 0.06 1.83 0.02 0.97 0.02 0.65
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No R Compound Namme ) Cheonhyehyang Hallabong Jinjihyang Hwanggeumhyang Redhyang
area% mgkg area% mgkg area% mgkg area% mgkg area%  mgfkg
102 1480  y-Gurjunene Cistas - - 0.02 0.66 - - 0.07 2.80 0.01 048
103 1488  Germacrene D CisHy 0.02 0.86 0.16 532 317 105.18  0.15 6.33 0.15 6.21
104 1489  3-Chamigrene CisHy - - 0.12 3.90 - - - -
105 1489  Selina-4,11-diene CisHos - - - - - 0.18 792 - -
106 1490  [3-Selinene CisHy - - - - 0.03 097 - - 0.05 220
107 1496 Valencene CisHas 0.11 561 145 4172 0.19 6.46 2.81 12061 079 3201
108 1500 Bicyclogermacrene CisHys - - - - 0.14 481 0.64 2132 0.66 26.84
109 1501  a-Selinene CisHy - - 0.12 38 - - - - -
110 1503 (EJ)-a-Farnesene CisHo 0.24 12.02 240 78.84 0.73 2430 1.70 73.07 0.92 3122
111 1508 a-Bulnesene CisHa - - 0.03 0.95 - 0.12 5.07 0.02 0.65
112 1510  Tridecanal Ci3Hx0 0.03 143 0.02 0.62 0.02 0.76 - 0.00 0.19
113 1516 y-Cadinene CisHa - - - - 0.02 0.54 - - 0.01 0.53
114 1520 6-Cadinene CisHy 0.07 355 0.13 4.12 0.06 2.10 0.36 1552 0.16 6.60
115 1524 7-Epi-a-selinene CisHy - - - - - - - - 0.05 2.00
116 1525  [-Sesquiphellandrene CisHy 0.04 212 0.09 295 0.12 4.03 045 19.26 - -
117 1551  a-Elemol CisHxO 0.01 043 0.05 1.65 0.02 051 0.07 2.85 0.03 1.25
118 1556 Dodecanoic acid CoHx0, 005 231 0.03 0.89 0.04 123 0.05 2.16 0.04 148
119 1560  (E)-Nerolidol CisHx0 0.03 1.67 0.07 233 - 0.11 4.90 0.04 142
120 1565 Germacrene B CisHy - - 0.02 0.55 0.27 8.94 - - 0.02 0.74
121 1582  Spathulenol CisHuO 0.05 2.54 0.07 243 0.13 445 0.40 17.17 0.62 25.14
122 1588  Caryophyllene oxide CisHuO 0.04 217 - 0.17 729 0.02 0.73
123 1590  Ethyl-dodecanoate CuHx0, 003 1.67 - - - - -
124 1600 Viridiflorol CisHxO - - - - 0.04 1.36 - - 0.01 0.58
125 1605 Dodecyl acetate CuHx0, 001 0.61 0.00 0.13 0.06 1.96 0.01 0.46 0.01 041
126 1612 Tetradecanal CiHx0 0.04 2.16 0.05 1.54 0.07 2.18 0.05 227 0.04 1.61
127 1617 Humulene epoxide I CisHuO 0.02 1.17 0.03 1.01 - - 0.04 1.51 0.01 0.21
128 1633 y-Eudesmol CisHx0 - - 0.05 170 0.57 18.85 0.03 112 0.04 1.57
129 1649  T-Muurolol CisHx0 0.01 0.44 0.01 0.30 0.06 2.36 0.03 1.27
130 1660  T-Cadinol CisHxsO - - 0.03 0.87 0.10 345 0.09 3.9 0.09 3.80
131 1665 Neo-intermedeol CisHx0 0.02 092 - 0.04 178 - -
132 1672  Intermedeol CisHx0 - - - 0.22 9.52 0.04 1.65
133 1676  Tetradecanol CuH0 - - - - 0.08 3.62 - -
134 1694 [3-Sinensal CisHxO 0.35 1751 - - 0.75 2494 110 4123 - -
135 1710 (E,2)-2,6-Farnesal CisHyO 0.01 033 0.01 031 0.03 1.20 0.01 0.40
136 1713  Pentadecanal CisHxO - - - 0.01 022 - 0.01 0.60
137 1715  (EJB)-2,6-Farnesol CisHx0 - - - 0.53 2293 - -
138 1727 (ZE)-a-Bergamotol CisHx0 - - - - 0.02 0.55 - 0.04 1.51
139 1737  (EE)-Farnesal CisHuO 0.03 1.50 0.02 051 0.02 0.66 0.06 249 0.09 355
140 1739  Oplopanone CisH0, - - - - 0.02 0.56 - - 0.01 0.35
141 1751  a-Sinensal CisHx0 0.25 12.27 0.06 201 1.52 50.28 1.34 5749 3.13 12693
142 1755  Tetradecanoic acid CuHx0, 005 237 0.01 0.24 0.04 123 0.02 1.00 - -
143 1810 Nootkatone CisHxO 0.05 2.33 0.67 2191 0.12 4.09 0.33 14.07 0.35 14.19
144 1815 Hexadecanal CigH»0 0.05 251 0.07 241 0.06 1.84 0.11 4.52 0.04 1.73
145 1961 Palmitic acid CieHn0, 074 36.59 043 1420 097 3215 0.29 12.27 - -
146 2091 Methyl linoleate CwHu0, 002 0.88 - - - - - - 0.01 0.34
147 2129 Linoleic acid CisHn0, 050 24.73 0.14 4.66 029 9.64 0.08 347 0.30 12.08
148 2134  Oleic acid CisHx0, 094 46.64 0.18 6.06 0.28 9.14 0.10 4.40 0.34 13.97
149 2160 Ethyl linoleate CyHz0, - - - 0.01 0.60 - -
150 2169 Ethyl linolenate CyH30, - - - - - 0.01 0.46 - -
Total 100 493977 100 32838 100 331756 100 429339 100  4,049.94

?Retention index.
Molecular formula.
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Table 2. Relative contents of the functional groups in the volatile compounds detected in Jeju citrus fruits

) Cheonhyehyang Hallabong Jinjihyang Hwanggeumhyang Redhyang
Functional group
NO. Ara% mgkg NO. Area% mgkg NO. Area% mgkg NO. Area% mgkg NO. Area% mglkg
Alcohols 24 1894 93579 23 392 12889 22 395 13097 25 6.18 26537 26 857 34117
Aldehydes 25 1155 57062 22 8.18 26869 25 8.88 29473 22 788 33833 24 1320 53457
Esters 15 246 12176 9 25 876 9 332 11005 13 257 11028 10 066 2657
Hydrocarbons 25 61.04 301536 29 8243 2770896 35 81.10 2,69042 29 79.79 342566 36 7567 3,004.68
Ketones 5 094 46,65 5 095 3121 6 036 1201 4 169 7268 4 041 1656
Oxides 4 270 13335 3 103 3400 2 073 2417 4 127 5470 4 064 2592
Acids 6 235 11624 6 094 3087 6 166 5520 5 061 2636 4 085 3447
Total 104 100 493977 97 100 3728038 105 100 331756 102 100 429339 108 100 4,049.94
Table 3. Comparison of the relative contents of terpenoids in Jeju citrus fruits
Terpenoids Cheonhyehyang Hallabong Jinjihyang Hwanggeumhyang Redhyang
NO. Area% mgkg NO. Area% mgkg NO. Area% mgkg NO. Area% mgkg NO. Area% mgkg
Monoterpene hydrocarbons 11 5936 293201 11 7729 254020 14 7344 243616 12 6921 297124 14 7234 2929.69
Sesquiterpene hydrocarbons 12 167 8252 18 514 16876 21 766 25426 17 1058 45442 21 333 13484
Oxygenated monoterpenes 32 2428 119960 26 665 21839 26 701 23254 26 1042 44738 26 1029 416.54
Oxygenated sesquiterpenes 12 088 4328 11 107 35.02 11 331 10969 16 461 19791 16 456 18455
Total 67 8619 425741 66 9015 296237 72 9142 303265 71 9482 407095 77 9052 3,665.62

Table 1°] YRR gle}ioa] Seld 3|uba S| A&
o 97F 0 7 FHeFS 328638 mgkg O E A EUT) et
Bo] 3ubg &) A R-e 578 2= hydrocarbonF7} 29
Fo 7 7P ggkon, 20 2= alcohol 9} aldehyde i+
7}y Z4zb 233 9l o0 7 =AY, esterF 9, acidF

limonene, sabinene, [3-pinene, a-thujene, (E)-[3-ocimene, y
-terpinene % o-terpinolene 5 2% 57 ¥ AT} Sesquiterpene
hydrocarbon - 6-elemene, a-copaene, (E)--caryo phyllene,
y-elemene, aromadendrene, (E)-[-farnesene, sesquisabinene,
a-humulene, y-gurjunene, germacrene D, [3-chamigrene, a

6%, ketoneF 557} oxide T 35| ElH U} A7
3}eF-2- hydrocarbon &7} 2,708.96 mg/kg &= 713 =A &
Q1= o™, aldehydeF 268.69 mg/kg, alcohol+ 128.89
mg/kg, ester+ 83.76 mg/kg, oxideF 34.00 mg/kg, ketoneF
31.21 mgkg 2 acidF 30.87 mgkg o2 1= thFig.
2). stebso] 2 3 7] E-2 limonene & F peak
area’} 62.18% = HF-2 2,043.67 mg/kge] 5o AN
o} T2 2 B-myrcene 185.79 mg/kg(5.65%), sabinene
133.59 mg/ke(4.06%), decanal 118.59 mg/kg(3.61%), a
-pinene 81.68 mg/kg(2.49%), (E,E)-a-farnesene 78.84 mg/kg
(2.40%), B-pinene 63.18 mg/kg(1.92%), valencene 47.72
mg/kg(1.45%), ethyl acetate 41.53 mg/kg(1.26%) 2 nonanal
39.60 mg/kg(121%) & T2 2 EQlF et dtebse] 3t
A 33E T terpeneFE 66FC2 WA AR
90.15% = A 3ko] 2,962.37 mg/kg?l EFS JeERAT
(Table 3).

Monoterpene hydrocarbon-(77.29%)2] ko] =9ko
], 71 Y322 oxygenated monoterpeneF-(6.65%)7} 4]
3 th(Fig. 3). ¥F2}8-2] monoterpene hydrocarbonf+=

-selinene, valencene, 6-guaiene % 7-epi-a-selinene 2! 5-°]
1= 21t Oxygenated monoterpene i+ linalool, (E)-p-
mentha-2,8-dienol, (Z)-p-menth-2-en-1-ol, (Z)-Limonene oxide,
(Z)-p-mentha-2,8-dienol, (Z)-B-terpineol, citronellal, (E)-f3
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Fig. 2. Relative contents of the functional groups in the volatile
compounds detected in Jeju citrus fruits.
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Fig. 3. Comparison of the relative contents of terpenoids in Jeju
citrus fruits.

-terpineol, 4-terpineol, a-terpineol, (E)-carveol % (Z)-carveol
ol gI= AT

Oxygenated sesquiterpene¥+ a-elemol, (E)-nerolidol,
spathulenol, humulene epoxide II, y-eudesmol, valerianol,
T-cadinol, a-sinensal 2 nootkatone 5°| &A= At} 7ZH21)
< Sebe oAl 9 YUollA sabinene, B-myrcene % a
famesene®] S 717} 113, 139 % 2 024% = B339
o, F29)& grebEol|A (Z)-B-ocimene, valencene, a
farnesene®] §&F-2 21l sabinene?} isothujol 2 G-elemene
2 AL o] FqFE dvta Hustth & Aol =
gtalg-o| A &Ql%  sabinene, B-myrcene % a-farnesene®]
ZA HlEo] Zene AFZEAHAEY =%, 2B
-ocimene ¥ isothujol> &1 A] ko™, (B)-B-ocimene
I} S-elemenee W& BH]& 2 F4 = AT} B-Chamigrene 2
a-selinene> A F4=F 5 stetBodAq Fld J&F

o]t}

1§

Ao Uy 7|6 E

AR gke] 3A] |4 B2 SDE WS o] &dle] &
gk & GC/MSZE A3 313259 AJul4 FEE Table
1ol YERN Sl AL, chromatogram-2 Fig. 19 =213t} %14
oA Eeld g SPES 10552 T2 3317.56
mg/kg 2 2 RIEATE R3] 3] 34 ¥s7]
¥ 2 = hydrocarbonf7} 35522 7P Wokow, I o
S 2= aldehydeF 25, alcohol - 22, ester¥ 9, acid¥r
6=, ketoneF 6% 2 oxide T 25°] E2lL gt A57d
peak areat hydrocarbon7} 81.10%% 7} =Skom,
aldehyde+ 8.88%, alcohol 7} 3.95%, esterF 3.32%, acid++
1.66%, oxideT 0.73% L ketoneF 0.36% =2 LEFSITH
A gk A glE Fao A 7143 E-S limonene
51.99%(1,724.75 mg/kg), B-myrcene 7.14%(236.85 mg/kg),
y-terpinene 4.00%(132.61 mg/kg), a-pinene 3.70% (122.79

mg/kg), germacrene D 3.17%(105.18 mg/kg), B-pinene
2.22%(73.61 mg/kg) X decanal 2.00%(66.22 mg/kg) 5 T2
= Yestt x1x9ke] 3] S T terpene e 725
o2 AA PR 91.42%E AA|8ke] 3,032.65 mg/ke
9] g2 YER A THTable 3). Terpene % monoterpene
hydrocarbon7-9] gHke] =3k oH, 71 Th5 & sesquiterpene
hydrocarbon7-2] ko] Bk THFig. 3). XA &l A &Rl
monoterpene hydrocarbon¥++ limonene, a-thujene, sabinene,
[-pinene, a-phellandrene, a-terpinene, p-cymene, (E)-f3
-ocimene 2 a-terpinolene 5°| TFE 1A EC|Th «
-Terpinolene woody type 0% 70| 2.8 SF313 &3 &
gt 1}Qlo}Z 9 minty-camphoraceous 572 7171 TH30).
Sesquiterpene hydrocarbon¥+ valencene, 7-epi-a-selinene,
&-elemene, a-copaene, [3-elemene, a-funebrene, B-ylangene
9 (E)-B-caryophyllene S°] 1%t} Oxygenated
monoterpene S+ linalool, (E)-p-mentha-2,8-dienol, (Z)-p-
menth-2-en-1-ol, (Z)-limonene oxide, (E)-limonene oxide,
4-terpineol, a-terpineol, (E)-carveol, (Z)-carveol 2! geraniol
ol &9l At} Oxygenated sesquiterpeneF-+= a-elemol,
spathulenol, viridiflorol, y-eudesmol, T-cadinol, (3-sinensal,
(Z,E)-a-bergamotol, (E,E)-farnesal, oplopanone, a-sinensal
2 nootkatone 5-©| A% %t} 3-Hydroxybutanal, (E)-2-
nonenal, isoborneol, octyl acetate, (E)-2-undecenal, [3
-ylangene 2 guaia-6,9-diene = FA| | A7 &l H]

e Uy VI8

gade] A 7| 9E- SDE o FE3I% e
), FZ4 35S GOMSE Folsle] 33HEE2] )
2 FZE Table 1°] YER S a1, chromatogram-2 Fig. 1]
T2 Sadbel A ER1E 3 StES 122
2 ek 429339 mgkge] IV ES 5 Fe
gko] 3ubA 3}elE-o 57| 2+ hydrocarbon7} 29%
o7 7P ¥gkon, 1 v EE alcoholR{Fl 25F
aldehyde ¥ 22, esteri 13F, acid® 5, ketone¥r 4%
2 oxideR  4F°] FRAFULE. #FE71¥ peak area™
hydrocarbon7} 79.79% = 7} £%k2.™, aldehydeFH
7.88%, alcohol 7} 6.18%, esteri+ 2.57%, ketoneF 1.69%,
oxide T 1.27% 2 acid5 061% 2 =2 et 353k
A4 PR 7 /1Y B fes deE AR
limonene 2.2 19 & 7| E] 5021%S A 5P L
™, 2,155.68 mg/kge] =] AUt} Limonene ©] <]l
B-myrcene 10.63%(456.27 mg/kg), B-pinene 3.52%(150.99
mg/kg), (E)-B-farnesene 3.09%(132.84 mg/kg), a-pinene
3.04%(130.35 mg/kg), valencene 2.81%(120.61 mg/kg) =
linalool 2.14%(92.01 mg/kg) T2 1=t 53
A 313HE F terpene & 715202 A A | EQ
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o

94.82% 5 #FA|3k4] 4,070.95 mg/kge] TS VERNATH
(Table 3). TerpeneF % monoterpene hydrocarbon2] &
o] E9kom, I t}5 2 & sesquiterpene hydrocarbon2]
shaFo] B okthFig. 3). adkollA &<Ql¥E monoterpene
hydrocarbon+ a-thujene, a-pinene, camphene, sabinene,
[-pinene, [-myrcene, limonene, (E)-B-ocimene, y-terpinene,
a-terpinolene, p-cymenene % 1,3,8-p-menthatriene 5-©] 4]
¥ %lt}. Sesquiterpene hydrocarbonf = 6-elemene, a
-copaene, [3-cubebene, a-funebrene, (E)-[B-caryophyllene, y
-elemene, (E)-B-farnesene, a-humulene, y-gurjunene, germacrene
D, selina-4,11-diene, valencene, bicyclogermacrene, (E,E)-a
-farnesene, a-bulnesene, §-cadinene & [(3-sesqui phellandrene
o] &2l= 2l Oxygenated monoterpene++ (Z)-linalool
oxide, (Z)-sabinene hydrate, linalool, 3-thujone, (E)-p-mentha-
2,8-dienol, (Z)-p-menth-2-en-1-ol, (E)-limonene oxide, citronellal,
(E)-B-terpineol, 4-terpineol, a-terpineol, (E)-carveol, citronellol,
(Z)-carveol, neral, carvone, geranial, perillaldehyde %!
limonen-10-ol 5-°] &< Ut} Oxygenated sesquiterpene
Fr+ a-elemol, (E)-nerolidol, spathulenol, caryophyllene
oxide, humulene epoxide II, y-eudesmol, T-muurolol,
T-cadinol, neo-intermedeol, intermedeol, 3-sinensal, (E,Z)-2,6
-farnesal, (E,Z)-2,6-farnesol, (E,E)-farnesal, a-sinensal 2
nootkatone 5°] It} p-Cymenene, [-thujone,
selina-4,11-diene 2 (E,E)-2,6-farnesol = A5 &7/ =
Gt el AT

HESe LM HI|dE

SDE "oz # =gkl 984 PdEe et
GCMS=E 2RI5I3]t ol & 3h=e At F =S Table
19 Ve AL, chromatogram-S Fig. 10 =481t} #=
oA Eele g SHEtES 18T 2 T 404994
mg/kg®] 71 E-2 gelsiitt d=gke A sehE
< #5718 E = hydrocarbon7} 36522 7 Woko
o, 71 U2 2= alcohol 7 26, aldehyde - 24, esteri
10, acidF 4=, ketoneT 453} oxide R 4F0] Q0 H A
t}. #5718 peak area® hydrocarboni7} 75.67% %2 717
E9to ™, aldehydeF 13.20%, alcohol 7} 8.57%, acid++
0.85%, esterf 0.66%, oxideT 0.64% 2 ketone 0.41%
o yebgth dE=dke] Fo A8y e
limonene 51.38%(2,099.09 mg/kg), 3-myrcene 7.23%(292.61
mg/kg), linalool 4.81%(194.94 mg/kg), decanal 4.32%(174.89
mg/kg), a-pinene 4.23%(171.34 mg/kg), a-sinensal 3.13%
(126.93 mg/kg), B-pinene 2.48%(100.55 mg/kg), citronellal
1.97%(79.68 mg/kg), a-phellandrene 1.91%(77.27 mg/kg),
octanal 1.45%(58.70 mg/kg) 2 a-thujene 1.23%(49.98
mg/kg) & To2 IRIFHAT =Tk WA g E
F terpene = 77522 A 7)1 E2] 90.52% 5 AHA|

T2 ZAA-FEE A A23H A|7E (2016)

sl om, 3FeFe 3,665.62 mekg -2 B2l ¥ 1 th(Table 3).
Terpene+ % monoterpene hydrocarbon7} 24| 8= H|-&
o] 74 ko, 1 th3- 2 & oxygenated monoterpene
o] &aFo]l WAkTh(Fig. 3). =34 &<1%E monoterpene
hydrocarbon¥f-+= limonene, a-thujene, a-pinene, camphene,
sabinene, B-pinene, [3-myrcene, a-phellandrene, a-terpinene,
p-cymene, (E)-3-ocimene, y-terpinene, a-terpinolene, 1,3,8-p
-menthatriene % isophorone 5°| &% It}
Sesquiterpene hydrocarbon-+= bicycloelemene, 6-elemene,
a-cubebene, a-copaene, [3-elemene, (E)-B-caryophyllene, y
-elemene, a-guaiene, (E)-[3-farnesene, a-humulene, y-gurjunene,
germacrene D, [3-selinene, valencene, bicyclogermacrene,
(E,E)-a-farnesene, a-bulnesene, y-cadinene, §-cadinene %!
7-epi-a-selinene 5-°] <21 %t} Oxygenated monoterpene
¥ % (Z)-sabinene hydrate, (E)-p-mentha-2,8-dienol, (Z)-p-
(E)-8

-terpineol, p-cymen-8-ol, citronellol, (Z)-carveol, neral, carvone,

menth-2-en-1-o0l, (E)-limonene oxide, citronellal,
geranial, perillaldehyde, bornyl acetate, limonen-10-ol 2
carvacrol 5-°] 2<1% %t} Oxygenated sesquiterpene =
a-elemol, (E)-nerolidol, spathulenol, caryophyllene oxide,
viridiflorol, humulene epoxide II, y-eudesmol, T-muurolol,
T-cadinol, (E,Z)-2,6- farnesal, (ZE)-a-bergamotol, (E,E)-
farnesal, oplopanone % a-sinensal 5°] AT T} p
-Cymen-8-ol, bornyl acetate, carvacrol, bicycloelemene, a
-cubebene % 7-epi-a-selinene A|F EF 5 @l =kl A
2k ZRlE 7)Aol

213,
g G
d RES FET F GOMSE glstainh. a8 gk
by A RS 1045(4,939.77 mglkg), et 98%F
(3,286.38 mg/kg), XA 105%(3,317.56 mg/kg), F=3F
102%(4,293.39 mg/kg) 2 # =8k 108%(4,049.94 mg/ke) <.
2 <2151 t). Limonene, sabinene, 3-myrcene, a-pinene,
B-pinene, linalool, 4-terpineol, a-terpineol, (E)-B-ocimene 2
y-terpinene 5= AlTAEFO FEHQA FL P2 I
Ut} Ethyl-benzene, nonanol, 1-p-menthen-9-al, (E)-
isocarveol, methyl salicylate, a-terpinen-7-al, perilla alcohol
2 ethyl dodecanoate= &l gkl A gt SHQ1E 3 g7
ZJ¥-o]t}. B-Chamigrene 2 a-selinene> 3He}g-of A vt &
919l 2™, 3-hydroxybutanal, (E)-2-nonenal, isoborneol,
octyl acetate, (E)-2-undecenal, [3-ylangene ¥ guaia-6,9-diene
< ARt gQlE T} p-Cymenene, [-thujone,
selina-4,11-diene & (E,E)-2,6- farnesol S a3kl 4wt 3¢
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Q1= 2, p-cymen-8-ol, bornyl acetate, carvacrol, bicyclo
elemene, a-cubebene 2 7-epi-a-selinene 5 @ =gkl ATk
stoly gF7| A Eolt}. Limonened A|F7=E79] 344
I T 7MY B FEer IRlFeH, HES
42.57%~62.18%°1t}. & AF-A3} AFAEF FF o
2 A AR TSR 24 AolE 44U

— =4
AR

ZAte 2

o] =& 20161 S AFAT At §-52}ska}
A AAH (2016RIDIA3B03934419)0l]  2]ale] A9 o
™, oo Zlo] A=Yt}
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